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TABLE 4 



Ex. 
No. 


R" 


R 2 




Reaction 
Scheme 


Appearance 


CalcMW 


Ret. Time/ 
Method 


M+H* 


NMRData 


] 


w 

T 






1. 2 


white 
solid 


424.95 


1.76 
Method B 


425.1 


*H NMR (CDClj) 6 7.63 
(d^HJ=7.0Hz),7.42 (d,2HJ=7.0Hz), 
7.25 («UHJ=8.0Hz), 6.79 
(d,2H3=8.0Hz), 6.25 (s, br.lH), 535 

J=50Hz,l5Hz), 4.26 (t,lH, J=7J2Hz), 
3.78 (s3H), 1.83 (m, 1H), 1.18-134 
(m3H), 0.75 (d3HJ=7.0Hz), 0.67 
(d3HJ=7.0Hz). 


2 








1 


white 
solid 


394.92 


1.71 
Method B 


395.2 


*H NMR (dfiDMSO) 8 7.81 
(d^HJ=7.0Hz), 7.60 
(d^HJ-7.0Hz), 7 JO (s, br.lH), 
7.41,(<UH,J=8.0Hz), 732 (m,2H), 
7.24 (m,lH), 7.18 (s, br.lH), 4.76 
(dd,2H, J=50Hz,15Hz), 436 (t,lH, 
J=7.0Hz), 333 (s3H), 1.20-134 
(m3H), 0.79 (d3H J=6.0Hz), 0.46 
(d3HJ=6.0Hz). 


3 








1 


wliite 
solid 


462.92 


1.71 
Method A 


463.1 


l H NMR (d«DMSO) 6 7.83 
(d,2HJ=7.0Hz), 7.67 
(d^H,J=7.0Hz), 7.57-7.62 (m, 4H), 
7.06 (s, br, 1H), 4.79 (dd, 2H, 
J=70Hz,17Hz), 438 (t,lH, J=6.0Hz), 
332 (s,3H), 1.23-135 (m3H), 0.81 
(d3H,J=6.0Hz), 0.50 (d,3HJ=6.0Hz) 



Ex. 
No. 


R> 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+IT 


NMRData 


4 




"OX 


U 


1 


white 
solid 


42937 


1.69 
Method A 


429.1 


'H NMR (d^DMSO) 6 7.83 
(d,2HJ-7.0Hz), 7.61 
(<UH3=7.0Hz), 7.52 (s, br.lH), 7.41 
(d,2H,J=8.2Hz), 737 
(d^HJ=8.2Hz), 7.03(s,br,lH), 
4.70 (dd^H, J=50Hz,15Hz), 435 
(1.1H, J=7.0Hz), 1.28-130 (m3H), 
0.80 (d3H,J=6.0Hz), 0.51 
(d3H,J=6.0Hz). 


5 


I 7 


* — o 


u 


1 


white 
solid 


422.98 


1.71 
Method A 


423.2 


*H NMR (dfiDMSO) 6 7.76 
(<UH,J=7.0Hz), 7.61 
(d,2H,J=7.0Hz), 7.42 (s, br,lH), 
7.16-7.20 (rn^H), 6.99 (s, br.lH), 
4.24 (m,lH), 3.45-3.51 (m,lH), 3.10- 
3.18 (m,lH), 2.52-2.59 (m,2H), 1.95- 
2.05 (m, 1H), 1.69-1.80 (m,lH), 
1.55-134 (m3H), 0.84 (m,6H). 


6 




tut--*. 




1 


white 
solid 


419.93 


1.45 
Method A 


420.13 


, HNMR(d 6 DMSO)57.P" ' 1 
(d,2H,J=8.0Hz), 7.79 ' 
(d,2H,J=8.0Hz), 7.63 
(«UH,J=8.0Hz), 7.58 (m,3H), 7.03 
(s,br,lH),4.87 (dd,2H, 
J=50Hz,15Hz), 432 (t,lH, J=7.0Hz), 
1.28-1.30 (m3H), 0.81 
(d,3HJ=6.0Hz), 0.53 (d3H,J=6.0Hz) 


7 


V 








white 
solid 


412.91 


1.58 
Method A 


413.4 


'H NMR ((UDMSO) 6 7.8 1 
(d,2H,J=7.0Hz), 7.61 
(d£H,J=7.0Hz), 7.51 (s, br.lH) 7.43 
(m,lH), 7.1 1-7.14 (m,2H), 7.03 (s, 
br,lH), 4.77 (dd,2H J J=50Hz,15Hz), 
4.33 (UH, J=6.0Hz), 1.21-1.31 
(m3H), 0.80 (d,3HJ=6.0Hz), 0.50 
(d3HJ=6.0Hz) 



Ex- 
No. 




R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* " 


NMR Data 


8 


T 






1 


white 
solid 


41251 


1.58 
Method A 


413..2 


, HNMR(d 6 DMSO)67.82 
(6\2HJ=8.0Hz), 7.61 
(o%2HJ=8.0Hz), 7.55 (8, br.lH) 739 
(m,lH), 7.05-732 (m,4H), 7.03 (s, 
bx.lH), 4.78 (dri,7H. J=50Hz,15HzX 
438 (t,IH, /=6.0HzX 1-26-132 
(m3H), 0.81 (d3HJ=6.0Hz), 0.54 
(d3HJ=6.0Hz) 


9 


1 

V 






1 


white 
solid 


451.03 


2.99 
Method C 


451.2 


•H NMR (dfiDMSO) 8 7.75 
(o\2HJ=8.5Hz),7.55 
(o\2HJ=8.5Hz), 7.51 (s,br,lH), 
7.25-7.29 (m,4H), 7.03 (s, br, IH), 
4.69 (dd^H, J=25Hz,14Hz), 435 
(m.IH), 1.21-131 (m3H),1.25(s, 
9H) 0.81 (d3HJ=6.0Hz), 0.46 
(d3H3=6.0Hz) 


10 


V 


■or 




1 


white 
solid 


424.95 


1.56 
Method A 


425.2 


»H NMR (d^DMSO) 6 7.80 
(d,2fU=8.0Hz), 738 
(<UHJ=8.0Hz), 7 JO (s, br,lH) 7.21 
(m,lH), 7.04 (in, 1HX 6.80-6.95 
(m,3H), 4.70 (dd.?H, J=50Hz,15Hz), 
437 (m,lH), 3.70 (s,3H), 130-139 
(m3H), 0.81 (d3HJ=6.0Hz), 032 
(d,3HJ=6.0Hz) 


11 


V 






1 


white 
olid 


463.81 


1.76 
Method A 


463 


l H NMR (d«DMSO) 6 7.80 
(«UHJ=8.0Hz), 7.61 
(cUHJ=8.0Hz), 7.55-7.60 (m, 2H) 
7.40 (m,lH), 7.10 (s, br.lH), 4.72 
(dd,2H, J=50Hz,15HzX 4.40 (m,lH), 
1.26-1.40 (m3H). 0.83 
(d,3H J=6.0Hz), 0.60 (d,3HJ=6.0Hz) 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+HT 


NMR Data 


12 


V 






1 


white 
solid 


462.92 


1.68 
Method A 


463.1 


"H NMR (d«DMSO) 6 7.80 
(d,2HJ=8.0Hz), 7.68-7.80 (m,2H), 
7.54-7.61 (m,4H) , 7.08 (s, br.lH), 
4.80 (do\2H, J=50Hz,15Hz), 438 
(UH, J-6.0Hz), 1.26-133 (m3H), 
0.82 (d,3HJ=6.0Hz), 0.52 
(d,3H^=6.QHz) 


13 


V 




"a. 


1 


white 
solid 


442.94 


1.55 
Method A 


443.2 


l H NMR (dfiDMSO) 6 7.78 
(d,2H,J-8.0Hz),7.61 
(o\2HJ=8.0Hz), 7.56 (s, br,lH). 
7.05-7.24 (m,4H), 4.65 (d42H, 
J=50Hz,15Hz), 4.40 (t,lH, J=6.0Hz), 
3.81 (s,3H) 1.28-135 (m3H), 0.81 
(d3HJ=6.0Hz), 0.56 (d,3H,J=6.0Hz) 


14 






"a. 


1 


white 
solid 


410.92 


1.51 
Method B 


411.2 


'HNMR(CDC1 3 )6 7.69 
(d,2HJ=8.0Hz),7.45 (<UH,J=8.5Hz), 
7.26(11,2113=8.5112), 6.73 
(d,2HJ-8.0Hz), 633 (s, br,lH), 5.24 
(s,br,lH), 4.28 (dd,2H, 
J=70Hz^0Hz), 4.23 (m,lH), 1.67- 
1.93 (m, 2H), 1 . 12-132 (m,2H), 0.77 
(d3HJ=7.0Hz), 0.68 (d,3H,J=7.0Hz) 


15 








1 


sticky 
pale 
yellow 
foam 


408.5 


1.58 
Method B 


409.3 


, HNMR(CDa 3 )57.77 
(d^IM=8.0Hz), 7.74-7.59 (m3H), 
7.02-7.13 (m,2H), 6.84 
(t,lHJ=8.4Hz), 6.32 (s,br,lH), 531 
(s,br,IH),4.48(do\2H, 
J=50Hz,17Hz), 4.26 (m,lH), 3.85 
(s,3H), 1.79-1.84 (m, 1H), 1.25-1.30 
(m,lH), 1.04-1.11 (ra,lH), 0.72 
(d3H.J-7.0Hz), 0.63 (d,3H,J=7.0Hz) 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 




NMR Data 


16 


V 






1 


white 
film 


426.49 


1.63 
Method B 


4273 


'H NMR (CDCb) 8 7.73-7.77 
(ni^H), 6.81-7.18 (m,5H), 6.29 (s, 
bx.lH), 537 (s, br.lH), 4.45 (dd\2H, 
J=50Hz,17Hz), 4.26 (m,lH), 3.89 
(s3H), 1.76-1.84 (m, 1H), 1.26-133 
(m,lH), 1.08-1.17 (m,lH), 0.74 
(d3HJ=7.0Hz), 0.66 (d,3HJ=7.0Hz) 


17 


V 


nx. 






pale 
yellow 
solid 


476.49 


1.79 
Method B 


477.2 


'H NMR (CDC1 3 ) 6 7.84 
(d£HJ=8.0Hz),7.72 (d,lHJ=8.0Hz), 
7.10(d,lHJ=9.5Hz), 6.99 
(ri\2HJ=8.5Hz), 6.82 (t,lH^=8.5Hz), 
6.21 (s, br.lH), 535 (s,br,lH) f 4.46 
(dd,2H, J=50Hz,15Hz),431 (t,lH, 
J=73Hz), 3.87 (s3H), 1.78-1.85 (m, 
1HX 130-135 (m,lH), 1.12-1.21 
(m,lH), 0.77 (d T 3H T J=7.0Hz), 0.68 
(d3HJ-7.0Hz) 


18 


V 






1 


pale 
yellow 
solid 


476.49 


1.76 
Method B 


477.2 


'H NMR (CDCI3) 8 7.79-7.89 
(m3H), 739-7.64 (m,lH), 7.01-7.08 
(m,lH),6.83(t,lHJ^8.8Hz), 6-25 
(s, br.lH), 5.42 (s, br,IH), 4.45 
(rfd.2H. J=50Hz. 17Hz^ 433fnvlin 

V^****** 1 *> • v*x*^ ft * ft *^*Jj "»JJ \"*t lift If 

3.88 (s3H), 1.78-1.85 (m, 1H), 131- 
1.35 (m,lH), 1.17-1^3 (m,lH), 0.77 
(dJH.J-7.0Hz), 0.70 (d3H.J=7.0Hz) 


19 








1 


white 
solid 


442.94 


1.73 
Method B 


443.2 


l H NMR (CDCI3) 8 7.42-7.63 
(m,4H), 7.02-7.10 (rn^H), 6.86 
(t,lHJ=8.5Hz), 6.24 (s,br,lH), 5.42 
(s, br,lH), 4.45 (dd,2H, 
J=50Hz,17Hz), 4.27 (m,lH), 3.87 
(s3H), 1.79-1.87 (m, 1H), 1.27-133 
(m,lH), 1.14-1.22 (m,lH), 0.78 
(d,3H,J=7.0Hz), 0.71 (d,3H,J=7.0Hz) 



Ex. 
No. 


R* 


R J 




Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


20 


V 






1 


pale 
yellow 
oil 


422.52 


1.68 
Method B 


423.2 


'H NMR (CDCI3) 8 7.52-7.57 
(nOH), 737-739 (m^H), 7.02-7.12 
(m,2H), 6.84 (t,lH,J=8.5Hz), 634 
(s, br,lH), 535 (s, br.lH), 4.45 
(dd^H, J=50Hz,17Hz), 4.25 (m,lH), 
3.86 (s3H), 238 (s,3H), 1.78-1.87 
(m, 1H), 1.25-131 (m,lH), 1.04-1.11 
(m.lH), 0.72 (d3HJ=7.0Hz), 0.65 
(d3H,J=7.0Hz) i 


21 


V 




Xx 


1 


pale 
yellow 
oil 


422.52 


1.67 
Method B 


423.2 


l HNMR(CDCl 3 )87.64 
(d,2HJ=8.0Hz), 7.25-730 (m,2H), 
7.02-7.12 (m,2H), 6.84 
(UHJ=8.5Hz), 6.34 (s, br,lH), 532 
(s,br,lH), 4.45 (dd^H, 
J~50Hz,17Hz), 4.26 (t,lH,J=40Hz), 
3.86 (s3H), 2.42 (s3H), 1.76-1.85 
(m, 1H), 1.25-1.31 (m,lH), 1.05-1.12 
(n^lH), 0.72 (d3HJ=7.0Hz), 0.62 
(d3HJ=7.0Hz) 


22 


V 




"a. 


3 


clear 
oil 


455.02 


1.94 
Method B 


455.2 


, HNMR(d 6 DMSO)8 7.82 . j 
(d,2H,J=8.0Hz), 7.68 
(d^J^.OHzX 7.56 (s, br,lH), 7.45 
(m,lH), 7.16 (m,lH), 7.04 (s,lH), 
6.86 (m,lH), 4.25 (m, 1H), 3.94 
(m,lH), 3.40-335 (m,2H), 3.02-3.14 
(m,lH). 1.18-1.69 (m,10H), 0.76 
(s,br,6H). 



Ex- 
No. 


R' 


R 2 


R a 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M4H* 


NMR Data 


23 


*vx> 

V 




"xx 




white 
solid 


441.01 


1.67 
Method A 


441.2 


'H NMR (dVDMSO) 6 7.79 
(d3HJ=8.0Hz),7.59 
7.51 (s,br,lH), 731 (d3HJ=8.QHzX 
7.19(d3HJ=8.0Hz), 7.03(8, 
br.lHX 4.68 (ddOH, J=5QHz,15Hz), 
435 (t.lH, J=7.QHz), 332 (s3H), 
1.24-135 (m3H), 0.81 
(d3IM=6.0Hz), 031 (d3H,J=6.0Hz) 


24 


V 


' — - 


"xx 


i 


white 
solid 


467.86 


1.75 
Method A 


469.1 


'H NMR (d«DMSO) S 7.83 
(<UIU=8.0HzX 7.64 
(d3HJ=8.QHz), 7.42 (s. br,lH), 7.01 
(s,lH),435(m, 1H), 335-331 
(m3H), 3.08-3.14 (m,lH), 1.19-1.82 
(m.1 1H), 0.86 (d,6H3=6.0Hz). 


25 




' — o 


"xx 


3 


dear 
oil 


474.07 


134 
Method A 


474.4 


H NMR (dfiDMSO) 6 7.82 
(d3HJ=8.0Hz), 7.64 
(d t ?H,J=8.0Hz), 7.42 (s, br,lH), 
6.99 (s,lH), 435 (m, 1H), 331-3.60 
(s,br,4H), 3.18-3.41 (m,2H), 235- 
2.35 (s,br,4H), 237 (m3H)1.15-1.62 
(rn^H), 0.80 (d,6HJ=6.0Hz). 


26 




' — o 


"xx 


3 


clear 
ofl 


472.09 


1.27 
Method A 


472 


'H NMR (daDMSO) 6 7.83 
(dUH.J-8.0Hz), 7.64 
(d,2HJ=8.0Hz), 7.42 (s, br.lH), 7.00 
(MH), 433-4.26 (m, 1H), 3.22-3.45 
(m,lH), 3.11-3.14 (m,lH). 2.16-238 
(m,5H), 1.19-132 (m,18H), 0.86 
(m,6H). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


27 


V 






3 


clear 
oil 


490.13 


1.21 
Method A 


490 


! H NMR (dsDMSO) 5 7.83 
(d,2HJ=8.0Hz), 7.64 
(d3HJ=8.0Hz), 7.44 (s, br,lH) 7.06 
(s,lH), 4.21-435 (m,lH), 
3.55(s,br,4H), 3. 19-3.40 (m,4H), 
2.43-2.57 (m,8H), 2.23-2.30 (m3H), 
1.18-1.59 (ni^H), 0.82 (m,6H). i 


28 


V 






3 


clear 
oil 


446.01 


1.08 
Method A 


446.2 


'H NMR (dfiDMSO) 6 7.84 \ 
(d,2H,J=8.0Hz), 7.66 
(d,2H,J=8.0Hz), 7.49 (s, br.lH) 7.02 
(s,lH), 433-436 (m, 1H), 3.94 ! 
(s,br3H), 3.71 (s,br3H), 3.52-3.57 
(m,lH), 3.14-3.17(m,lH), 3.06 
(s,br,4H), 1.17-1.65 (rn,7H), 0.86 
(m,6H). 


29 


V 




"xx 


1 


white 
solid 


428.91 


1.51 
Method A 


429.1 


'HNMR(CDCl3)6 7.69 
(d3HJ=9.0Hz),7.47 (d3HJ=9.0Hz), 
7.13(d,lHJ=113Hz), 7.00 
(d,lHJ=8.0Hz), 6.88 (m, 1H), 6.27 
(s, br.lH), 5.49 (s,br,lH), 5.24 (s, 
br.lH), 4.40 (dd, 2H, J=90Hz,18Hz). 
3.20 (m,lH), 1.09-1.82 (m,3H), 
0.77 (d3HJ=7.0Hz), 0.68 
(d3H,J=7.0Hz). 


30 






"xx. 


1 


white 
solid 


484.59 


1.89 
Method A 


485.0 


'HNMR(CDC1 3 )8 7.73 
(d,2HJ=8.0Hz), 7.65 
(d,2HJ=8.0Hz), 7.18- 7.27 (m,4H), 
6.25 (s, br,lH), 5.29 (s, br.lH), 4.40- 
4.69(m, 3H), 1.80-1.88 (m, 1H), 
1.29 (s,9H), 1.25-133 (m3H), 0.80 
(d,3H r T-7.0Hz), 0.69 (d,3H,J=7.0Hz) 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


31 


T 






1 


white 
solid 


430.61 


1 82 
Method A 


431.2 


*HNMR(CDCl3)6 7.60 
(<j\2HJ=8.2Hz), 7.24- 7.39<m,6H), 
634 (a, br.lH), 5.19 (s,br,lH) f 4.42- 
4.44(m, 2H), 430 (UHJ=8Hz), 2.41 
(s3H), 1.74-1.83 (m, 1H), 1.28 
(s^H), 1.25-133 (m,lH), 0.93-1.01 
(m,lH), 0.72 (d3HJ»7.0Hz), 0.60 
(d3IU=7.0Hz) 


32 


An, 

V 






3 


brown 
oil 


460.0* 


i.is 

Method A 


460.2 


'H NMR (d«DMSO) 5 7.83 
(<UHJ=8.0Hz), 7.64 
(dUIU=8.0HzX 7.42 (s, br.lH) 7.00 
(S.1H), 4.22-4.26 (m, 1H), 
335(s,br,4H), 3.1 1-332 (rn^H), 
2.13-2.37 (m,6H), 1.12-1.51 (rn^H), 
0.86 (m,6H). 


33 


V 


■no 




1 


white 
solid 


400.97 


1.85 
Method A 


401 


'H NMR Cd«DMSO) 6 7.85 
((UHJ=8.0Hz), 7.65 [ 
(<UHJ=8.0Hz), 732 (s,br,lH) 7.05 
(s,br.lH), 4.19 (UIU=*7.5Hz), 2.99- 
3.02 (m,lH), 1.07-1.65 (m,I4H) 
0.78-0.84(m,7H). 


34 

• 


V 




u 


3 


clear 

on 


476.1 


1.28 
Method A 


476.1 


, HNMR(CDC1 3 )6 7.76 
(<UHJ=8.0Hz),7.51 ! 
(<UH.r-8.0Hz), 6.55 (s, br.lH), 
5.41(s,lH),4.17-4.20(m, 1H),3.26- 
338 (m, 1H), 3.13-3.17 (m,lH), 
2.62-2.92 (m,8H), 232-236 (nOH), 
1.85-1.87 (m,IH), 1.25-1.47 (m,7H), 
0.96-0.99 (m,lH), 0.75 
(d3HJ=6.6Hz), 0.72 
[d,2H^=6.6Hz). I 



o 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H+ 


NMRData 


35 


V 


H / o 




3 


clear 
oil 


462.08 


1.31 
Method A 


462.2 


'HNMR(CDC1 3 )57.75 
(<UHJ=8.0Hz), 7.52 
(d,2Hj=8.0Hz), 6.51 (s, br.lH), 
6.05 (s,lH), 4.15-4.18 (m, 1H), 3.56- 
3.78 (m, 4H), 3.45-3.47 (m,lH), 
3.09-3.14 (m,lH), 2.90-3.08 (m,4H), 
2.61-2.69 (m,2H), 1.62-2.05 (m3H), 
1.21-1. 29(m, 1H), 0.80-0.83 (m,lH), 
0.78 (d3HJ=6.6Hz), 0.71 
(d,2HJ-6.6Hz). 


36 








3 


clear 
oil 


418.0 


1.25 
Method A 


418.2 


*H NMR (CDCl 3 ) 6 7.77 
(<UH,J=8.5Hz), 7.51 
(d\2HJ=8.5Hz), 6.56 (s, br.lH), 5.41 
(S.1H), 4.18-4.21 (m, 1H), 3.15-332 
(m2H), 2.25-2.28 (m,2H), 2.24 
(S.6H), 1.84-1.88 (m,lH), 1.25-1.49 
(m, 7H), 0.97-1.00 (m,lH), 0.71- 
0.74 (m,6H). 


37 






U 


1 


tan 
solid 


428.91 


1.5 
Method A 


429.1 


'HNMR(GDa 3 )6 7.57 
(d,2HJ=8.0Hz),738 (d,2H,J-9.0Hz), 
7.03-7.13 (ro^H), 6.80 
(t,lHJ=8.8Hz), 6.17 (s.br.lH), 539 
(s,br,lH),4.48 (dd\2H, 
J=55Hz,16Hz), 3.84 (s3H), 3.75- 
3.84 (m,lH), 1.11-130 (m,lH), 0.91 
(d,3HJ=7.0Hz),054 
(d,3H,J-7.0Hz). 



Ex. 
No. 




R 2 


R' 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


38 


X 




Us, 


1 


white 
solid 


412.46 


1.46 
Method A 


Ail -y 


'H NMR (CDCI3) 5 7.65-7.70 
(nUH), 7.04-7.12 (m,4HX 6.79 | 
(t,lHJ=8.5Hz), 6\21(s,br,lH),5.27 
(s,br,lH), 4.48 (drt,2H. 
J=50Hz,15Hz), 3.86 (s3H), 3.79- 
3.85 (m,lH), 2.16-2^2 (m,lH), 0.90 
(d3HJ=7.0Hz),0.51 
(d3HJ=7.0Hz). 


39 


V 






1 


white 
solid 


403.48 


1.47 
Method A 


404.2 


"H NMR (CDOj) 6 7.77-7.80 
(jrOH), 7.39 ((UtU=8.0Hz), 7.49 
(o\2HJ=S.0Hz), 7.17-7.22(m^H), 
6.17 (s, br.lH), 5.20 (s. bx.lH), 
430(dd,7H, J=60Hz,17Hz), 4.28 
(UHJ=10Hz), 1.74-1.83 (m, 1H), 
1.25-133 (m,lH), 0.99-1.10 (m,lH), 
0.77 (d3HJ=7.0Hz), 0.66 
(d3HJ=7.0Hz). 


40 




•ox- 


"a. 


1 


white 
solid 


453..49 


1.65 
Method A 


454.1 


H NMR (0X33)5 7.88 
(d,2H,J=8.2Hz), 7.78 
(d,2HJ=8.5Hz), 7.59 
(<UlV=8.5Hz), 7.49 
(d»2IU=8.5Hz), 6.10 (s, br.lH), 
5.19 (s, br,lH), 4.59(dd,2H, 
J=50Hz,16Hz), 4.33 (UH,J=10Hz), 
1.76-1.81 (m, 1H), 1.25-1.35 (m,lH), 
1 .02-1.07 (m,lH), 0.78 
(cUH^-7.0Hz), 0.65 (d3HJ~7.0Hz) 



Ex. 
No. 


R 1 


R 2 




Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+lT 


NMRData 


41 


V 






1 


white 
solid 


399.52 


1.53 
Method A 


400.2 


'H NMR (CDQ 3 ) 6 7.65 
(d,2H r J=8.0Hz), 7.58 
(<UHJ=8^Hz), 7.47 
(d,2fU-8.0Hz). 731 
(cUH^S^Tfe), 6.24 (s,br,lH), 5.16 
(s,br,lH), 

4.50(dd T 2H,J=50H2,17Hz), 4.27 
(t,lHJ=I0Hz), 2.44 (s,3H), 1.74- 
1.83 (m, 1H), 1.25-1.33 (m,lH), 
0.93-1.01 (m,lH), 0.74 
(d,3IU=7.0Hz), 0.63 (d,3HJ=7.0Hz) 


42 


v. 




"a. 


3 


clear 
oil£ •'•« 


441.0 


1.27 
Method A 


441,2j£ 


'H NMR (CDC1 3 ) 6 7.74 
(o\2H,J=8.2Hz),7.67 (s,lH), 7.50 
(d,2HJ=8.2Hz), 7.10 (s, 1H)). 6.93 
(s,lH), 6.51 (s,br,lH) 5.55 (s,br,lH), 
4.14-4.17 (m, 1H), 3.97 (t, 
2H,J=6.0Hz), 3.29-3.35 (m,lH), 
3.09-3.14 (m,lH), 1.62-1.66 
(m,3H),1.55-1.62 (rrOH), 1.25- 
1.29(m, 3H), 0.80-0.83 (m,lH), 0.74 
(d,3H,J=6.6Hz), 0.71 
(o\2H,J=6.6Hz). 


43 








3 


clear 
oil 


446.06 


1.29 
Method A 


446.3 


, HNMR(CDa 3 )6 7.76 
(d,2H,J=8.0Hz), 7.52 
(d,2H,J=8.0Hz), 6.61 (s, br.lH) 5.45 
(s,lH), 4.15-4.18 (m, 1H), 3.09-3.24 
(m,2H), 2.50-2.58 (m,4H), 231-239 
(nOH), 1.92-1.99 (m,lH),U5- 
1.59(m, 8H), 1.00-1.04 (m,7H), 
0.71-0.74 (m,6H). 



Ex- 
No. 


R' 


R 2 




Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Tune/ 
Method 


M+H* 


NMRData 


44 


J 

I 






1 


tan . 
wax 


428.91 


1.58 
Method A 


429.1 


'H NMR (CDCI3) 6 7.67 
(<UH^=8.0HzX7.45 (d,2HJN9.0Hz), 
7.03-7.15 (nOH), 6.84 
(UH,J=8.0Hz), 6.25 (s,br,lH), 5.19 
(s,br,lH),4.45(da\2H, 
J=80Hz,18Hz), 4.19-4 22 (m,lH), 
3.87 (s3H), 1.82-1.95 (m,lH), 0.96- 
1.30 (nUH), 0.72-0.77(m3H). 


45 


V 






3 


clear 
oil 


506.11 


139 
Method A 


506.2 


*HNMR(CDCl3)6 7.75 
(g\2JU=S.0Hz),7.50 (ri,?.H,y=8.5Hz), 
7.01-7.13 (m,4H), 6.55 (s, br.lH), 
5.39 (s, br,lH), 4.18 (UH, J=6.0Hz), 
3.32- 3.60 (m.lH), 3.16-19 (m,lH), 
2.91 (s > br > 2H), 2.76 (s 1 br f 2H), 2.52 
(s,br,2H), 1.27-1.86 (m, 8H), 0.97- 
1.00 (m,lH), 0.73 (m,6H). 


46 


V 






1 


white 
solid 


418.94 


2.7 
Method A 


441 
(M+Na 4 ) 


'H NMR (d«DMSO) 5 7.89 
(d,2H,J=8.2Hz), 7.65 
(<UH,J=8.4Hz), 7.52 (s,br,lH) 7.00 
(s,br,lH), 4.25 

(do%2H,J=80Hz, 1 8Hz), 4.10-4.13 
(m,lH), 2.59-2.60 (m,IH), 135 
(s,9H), 132-1.35 (m^H), 
0,860(d3H,J=6.0Hz), 0.75 
(d,3H,J=6.0Hz). 



Ex. 
No. 


R> 


R* 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


47 


V 








yellow 
solid 


439.92 


1.69 
Method A 


440.2 


1 HNMR(CDC1 3 )5 8.17 
(d,2HJ=7.0Hz) J 7.72 (d,2H,J=7.0Hz), 
7.54 (d,lHU=S.8Hz), 7.49 
(d,lH^=8.8Hz), 6.14 (s,br,lH), 5.18 
(s,br,!H),4.60(d42H, 
J^70Hz,18Hz), 4.29-434 (m,lH), 
1.74-1.83 (m,lH), 1.00-134 (rn^H), 
0.78 (d,3H>»7.0Hz), 0.67 
(d,3H T J=7.0Hz). 


48 


V 






4 


tan 
solid 


409.94 


1.26 
Method A 


410.1 


'HNMR(CDa3)87.80 
(dUlU=8.5Hz),7.63 (dVZH^=8.5Hz), 
7.52 (s.br.lH), 7.46 (d,lHJ=8.0Hz), 
7.26(a\lHJ=8.0Hz), 7.02(s,br,lH), 
4.70 (dd,2H T J=50Hz,18Hz), 430- 
4.41 (m,lH) f 3.67 (s,br,2H), 1.28- 
133 (m3H), 

0.86 (d3IU=7.0Hz), 0.57 
(d,3IU=-7.0Hz). 


49 


V 


^0 




3 


Tan 
foam 


431.99 


1.19 
Method A 


432 


'H NMR (dfiDMSO) 5 7.8 1 
(d,2H,J=8.0Hz), 7.66 
(cUHJ=8.0Hz), 7.45 (s, br.IH) 7.02 
(s,lH), 4.27 (m, 1H), 3.56 (s,br,4IT', 
3.55-3.57 (m,lH), 3.08-3.14 (m,lH), 
2.22-232 (m, 6H), 1.79-1.82 
(m,HH),1.17-1.62(m,4H), 0."86 
(a\6*U=6.0Hz). 



Ex- 
No. 


R l 


R 2 


R* 


Reaction 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


50 


V 


o 




1 


white 
solid 


43631 


Method A 


437.1 


, HNMR(CDC1 3 )67^5 
(d\2H^8.0HzX 7.74-7.79 (rn^H), 
7.42 (<UH^=8.0Hz), 7.14- 
7.19(m^H) 6.24 (s,br,lH), 5.20 (s, 
br,lH), 4.50 (dd, 2H, J=50Hz,17Hz), 

(m, IH), 1.25-1 Jl (m,lH), 1.05-1.12 
(m,lH), 0.75 (<UHJ=7.0Hz), 0.64 
(d3H^=7.0Hz) 


51 








4 


tan 
solid 


423.97 


1.21 
Method A 


424.1 


•HNMR(CDC1 3 )6 7.65 
(d^H r N8.0HzX738 
(<UIU=«^Hz), 7.47 
(6V2H.N8.0Hz), 7.31 
(<UH^=8.5Hz), 6.24 (s,br,lH), 5.16 
(8 1 br,lH),430(dd,2H, 
J=50Hz,17Hz), 4.27 (t,lHJ=10Hz), 
2.44 (s^H), 1.74-1.83 (m, IH), 1.25- 
1 .33 (m,lH), 0.93-1.01 (m,lH), 0.74 
(CUHJ-7.0HZ), 0.63 (d3H,J=7.0Hz) 


52 


? 






1 


white 
solid 


44S.90 


1.79 
Method A 


449.0 


'HNMR(CDa3)6 7.66 
(dV2HJ=83Hz) t 7.43 (d,2H,J=8.5Hz), 
7.12 (d,lH,J=8.0Hz), 6.49 
(d.UU=8.0Hz), 6.24 (s,br.lH), 5.22 
(s,bx,lH), 4.35 (ddUH, 
J=50Hz,15Hz), 4.22-^.27 (m,lH), 
2.04 (s3H), 1.27-1.89 (rn^H), 
0.74 (d\3HJ=7.0Hz), 0.68 
(d\3H,J=7.0Hz). 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


53 


V 


OMo 




1 -Method A 


white 
solid 


424.95 


1.58 
Method A 


425.2 


'H NMR (DMSO-rf & 500MHz) 8 
7.82 (d, 2H, /= 8.2), 7.62 (d, 2H, J - 
8.3), 7.44 (d, 2H, J - 7.1), 7.21 (t, 
IH, J= 6.7), 6.97 (s, 1H), 6.92 (d, 
2H, J - 6.9), 4.99 (d, IH, 17), 
4.40 (d, lH,y= 17), 4.33 (br s, 1H), 
3.76 (s, 3H), 1.20-1.40 (m, 3H). 0.79 
(d, 3H, 5.2), 0.54 (d, 3H, J - 5.2). 


54 


1 






1-MetnodA 


white 
solid 


400.86 


1.81 min 
Method B 


398.94 
(M-rT) 


'H NMR (CDC1 3 ) 6 7.71 (d, 2H, 
J-6.8Hz), 7.48 (d, 2H, J=6.8Hz), 
7. 15 (d. 2H, J-lOHz), 7.02 (d, 2H, 1 
J=8.0Hz), 6.85(t, IH, J=7.5Hz), 6.19 
(s, br, IH), 5.13 (s, br, 1H), 4.31 (dd, 
2H, J=50Hz, 15Hz), 4.43-4.45 (m, 
1H), 3.87 (s, 3H), 1.17 (d, 3H, 
J=6.8Hz). 


55 


V 






1 -Method A 


white 
solid 


478.92 


1.76 
Method A 


479.1 


'H NMR (DMSO-*/,, 500MHz) 6 
7.81 (d, 2H, J - 8.5), 7.60 (d, 2H, J= 
8.2), 7.54. (s, 1H), 7.51 (d, 2H, J= 
8.5), 7.30 (d, 2H, J= 8.2), 7.04 (s, 
1H), 4.83 (d, IH, J = 17), 4.71 (d, 
lH,y= 17), 1.20-1.35 (m, 3H), 0.80 
(d, 3H, J= 6.1), 0.47 (d, 3H, J = 62). 


56 








1 -Method A 


white 
solid 


434.58 


1.95 min 
Method A 


435.24 


'H NMR (CDC1 3 , 300MHz) 5 7.67 
(dd, 2H, J - 5.0, 8.9), 7.20-7.30 (m, 
4H), 7.09 (dd, 2H, y = 8.6, 8.6). 6.28 
(br s, IH), 5.24 (br s, IH), 4.44 (s, 
2H), 4.34 (t, IH, J=7.8), 1.75-1.90 
(m, IH), 1.22-1.38 (m, 2H), 1.30 (s, 
9H), 0.77 (d, 3H, 7 = 6.4), 0.67 (d, 
3H, 7=6.4). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


57 


V 






3 


brown 
oil 


458.07 


2.16 
Method C 


458.2 


l H NMR (CDCl* 500MHz) 5 7.77 
(dd, 2H, J = 1.6, 6.8), 7.53 (dd, 2H, J 
= 2.0, 6.7), 6 .55 (a, 1H), 5.64 (s, IH), 
4.15 (dd, IH, J = 5.6, 9.2), 3.57 (t, 
2H, 7 = 12), 335-3.45 (m, IH), 3.10- 
3.17 (m, IH), 2.87-3.00 (m, 2H), 
2.57-2.70 (m, 2H), 2.27-2.40 (m, 
2H), 1.80-2.00 (m, 6H), 1.63-1.73 
(m, 2H), 1.20-1.50 (m, 4H), 0.85- 
0.90 (m, IH), 0.73 (d, 3H, J = 6.4), 
0.70 (d,3H,y= 6.9). 


58 


J 

Y 


^ T 

o 


XL. 


• 5 


on 


390.89 


1.51 
Method A 


391.2 


f H NMR (CDCI3, 500MHz) 6 7.91 
(dd, 2H, J - 2.0, 6.8), 7.51 (dd, 2H, J 
= 2.2, 6.9), 7.06 (s, IH), 533 (s, IH), 
4.13-4.25 (m, 2H), 4.03-4.15 (m, 
3H), 1.77-1.85 (m, IH), 1.35-1.45 
(m, IH), 130(t,3H,J=7.1), 1.15- 
1.22 (m, IH), 0.74 (d, 3H, J= 6.6), 
0.71 (d, 3H,J=6.5). 


59 


V 


o 


"a 


5 


white 
solid 


362.83 


1.28 
Method A 


363.1 


'H NMR (DMSO-rf* 500MHz) 67.90 
(dd, 2H, J = 2.0, 6.8), 7.65 (dd, 2H, ./ 
= 2.0, 6.8), 7.60 (s, IH), 7.06 (s, IH), 
4.32 (d, IH, J = 18), 4.12 (t, IH, /- 
8.0X 4.02 (d, IH, J= 18), 1.55-1.65 
(m, IH), 135-1.45 (m, 2H), 0.78 (d, 
3H, J - 6.1), 0.73 (d, 3H, y = 6.1). 



Ex. 
No. 


R 1 


R a 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


60 


V 






1-solid 
support 


white 
solid 


408.95 


1.82 min 
Method B 


409.1 


*H NMR (CDCfe) 5 7.64 (d, 2H, 
J=8.0Hz), 7.44 (d, 2H, J=8.0Hz), 
7.22 (d, 2H, J=8.0Hz), 7:08 (d, 2H; 
J=8.0Hz), 6.29 (s, br, IH), 534 (s, 
br, IH), 4.53 (d, IH, J=15.20Hz), 
434 (d, IH, J=15.20Hz), 4.27 (t, IH, 
J=7.2Hz), 232 (8, 3H), 1.84 (m, IH). 
130 (m, IH), 1.21 (m, IH), 0.75 (d, 
3H. J=6.8Hz), 0.67 (d, 3H, J=6.8Hz) 


61 






"a. 


1-MethodA 


white 
solid 


452.96 


1.85 min 
Method A 


453.08 


*H NMR (CDCI3, 300MHz) 5 7.97 
(dd, 2H, 7-1.7, 8.4), 7.68 (dd, 2H, J 
= 2.0, 8.7), 7.41-7.48 (m, 4H), 6.23 
(br s, IH), 5. 16 (br s, IH), 4.64 (d, 
IH, .7=15.8), 4.47 (d, lH.y-15.9), 
431 (t lH,y= 7.8), 3.92 (s» 3H), 
1.76-1.83 (m, IH), 1.26-135 (m, 
IH), 1.08-1.13 (m, IH), 0.76 (d, 3H, 
J = 6.0), 0.65 (d, 3H, J -/t 


62 




F 




1-solid 
support 


white 
solid 


430.95 


1.81 min 
Method B 


431.06 


*H NMR (CDC1 3 ) 5 7.75^^ 
J=8.0Hz), 7.49 (d, 2H, J=8.0Hz), 
7.24 (m, IH), 6.95 (m, 2H), 6.25 (s, 
br, IH), 5.27 (s, br, IH), 4.62 (d, IH, 
J=l 6.0Hz), 4.45 (d, IH, J=l 6.0Hz), 
4.33 (t IH, J=6.8Hz), 1.84 (m, IH), 
130 (m, IH), 1.21 (m, IH), 0.78 (d, 
3H, J=6.8Hz), 0.70 (d, 3H, J=6.8Hz) 



Ex. 
No. 




R 2 


R 3 


Reaction 
Scheme 


Appearance 


Cak.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


63 


. J 
T 






1 -solid 
support 


pale 
yellow 
solid 


471.02 


9 i%A mill 
X.Vrt Mil II 

Method B 


471.09 


l H NMR (CDClj) 6 7.65 (d, 2H, 
J-8.0Hz), 738 (d, 2H» J=8.0Hz), 
7.47 (d, 2H. J=8.0HzX 737-7.44 (m, 
6H), &27 (s, br, 1H), 533 (a, br. IH), 
438 (d, 1H, J-15.2Hz), 4.45 (d, 1H, 
J=15.2Hz), 4.36 (t, 1H, J=7_2Hz), 
1.84 (m, 1H), 130 (m, 1H), 1.21 (m, 
1H), 0.78 (d, 3H, J-6.8Hz), 0.70 (d, 
3H, J-6.8Hz) 


64 


J 


1 




support 


pale 
pink 
sohd 


372.92 


1.82 rain 
Method B 


395.11 
M+Na 


'H NMR. (CDOa) 5 7.65 (d, 2H, 
J=8.0Hz), 730 (d, 2H, J=8.0Hz), 
6.75 (s, br, IH), 6.70 (s, br, IH), 5.04 
(m, IH), 432 (t , IH, J=7.2Hz), 331 
(d br, 2H, J=7.0Hz), 1.81 (m, 1H), 
1.66 (s br, 6H), 130 (m, 1H), 1.21 
(m, IH), 0.77 (d, 3H, J=6.5Hz), 0.76 
(d, 3H, J=63Hz) 


65 




i 




4 


white 
solid 


437.99 


139 
Method A 


438.1 


'H NMR (DMSCMfe 500 MHz) 6 
7.74 (dd, 2H, J = 1.9, 6.7), 73 (dd, 
2H, 7= 1.9, 6.8), 7.43 (s, 1H), 7.16 
(d, 2H, ./= 8.6), 7.01 (s, IH), 6.61 (d, 
2H, J= 8.8), 4.59 (q, 2H, J- 16, 25), 
434 (dd, 1H, J = 5.0, 93), 2.85 (s, 
SH), 1.27-1.47 (m, 3H), 0.80 (d, 3H, 
/= 5.9), 0.52 (d,3H, 7=6.1). 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


66 








1 -Method A 


white 
sohd 


473.01 


1.58 
Method A 


437.0 


l H NMR (DMSCMtf, 500 MHz) 8 
7.87 (d, 2H.7 = 8.2), 7.83 (d, 2H,J= 
83), 7.64 (d, 2H, J - 8.5), 7.63 (d, 
2H, J = 83), 739 (s, IH), 7.08 (s, 
IH), 4.92 (d, IH, / = 17), 4.76 (d, 
lH,7=17),4.39(t, 1H, 7=6.9), 
335 (br s, IH), 1.20-1.40 (m, 3H), 
0.81 (d, 3H, 7 = 6.2), 0.54 (d, 3H, 7 = 
6.2). 


67 


y 






1 -Method A 


colorless 
oil 


346.88 


1.79 
Method A 


347.1 


'H NMR (DMSO-rf tf , 500 MHz) 8 
7.83 (d, 2H, 7= 8.8), 7.63 (d, 2H, 7= 
8.6), 7.41 (s, IH), 7.0 (s, IH), 4.25 
(dd, IH,7 = 4.8, 8.9), 3.38-3.47 (m, 
IH), 3.0-3.13 (m, IH), 135-1.70 (m, 
IH), 1.40-135 (m, IH), 130-1.40 
(m, IH), 0.87 (t, 3H, 7= 7.6), 0.73 
(d, 3H, 7 =6.4), 0.72 (d, 3H, 7 = 6.7). 


68 






"a. 


3 


white 
oil 


448.05 


1.25 min 
Method C 


448.19 


'H NMR (CDClj, 500MHz), 8 7.76 
(dd, 2H, 7 - 2.0, 6.7), 730 (dd, 2H, 7 
= 2.0, 6.7). 631 (s, IH), 5.45 (s, IH), 
4.20 (dd, IH, 7= 6.4, 8.2), 3.35-3.45 
(m, IH), 3.20-330 (m, IH), 2.68 (br 
s, 8H), 2.35 (br s, 2H), 1 .70-1 .90 (m, 
3H), 1.20-1.40 (m, IH), 0.95-1.05 
(m, IH), 0.75 (d, 3H, 7=4.3), 0.73 
(d,3H,y=4.4). 



3= 

o 



Ex. 
No. 




R* 




Reaction 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


69 


T 


HI. 

¥ 

o 




6 


white 
so ii a 


422.48 


1.56 min 
ivzeinoG a 


423.14 


*H NMR (CDd* 300MHz) 6 7.89- 
7.93 (m, 4H), 7.84 (br s, IH), 7.49 
(d,2H,J =8.2), 7.24-7.29 (m, 2H), 
6.58 (br s, IH), 5.12 (d, 1H.J- 
153), 4.23 (dd, 1H, J=4.6,9.7), 
4.05 (d, IH, J- 15.4),Z04-2.14(m, 
1HX 1.23-132 (m, IH), 0.79-0.88 
(m, IH), 0.72 (d, 3H, J = 6.6), 0.67 
(d,3H,y»6.6). 


/u 


J 

r 






1 -Method A 


white 
solid 


466.89 


1.77min 
Method B 


467.03 


'H NMR (CDC1 3 ) 6 7.65 (d, 2H, 
J=6.8Hz), 732-7.56 (m, 2H), 7.47 (d, 
2H, J=6.8HzX 7.1 1 (t, IH, J=8.5Hz), 
6.22 (s, br, IH), 5.24 (s, br, 1H% 4.41 
(dd, 2H, J=50Hz, 15Hz), 4.28 (t, 1H, 
7.5Hz), 1.80-1.92 (m, 1H), 1.21-130 
(m, 1H), 0.95-1.19 (m, 2H), 0.76 (t, 
3H, J=7.0Hz). 


71 


J 
r 






1 -Method A 


white 
wax 


398.89 


1 .80min 
Method B 


388.0 


*H NMR (CDQj) 6 7.67 (d, 2H, 
J=8.0Hz) 7.54 (d, 2H, J=8.0Hz) , 
7.42-7.49 (m, 4H), 6.20 (s, br, 1H), 
5.21 (s, br, 1H), 4.54 (dd, 2H, 
J=50Hz, 15Hz), 4.25-4.29 (m, 1H), 
1.82-1.95 (m, 1H), 1.26-133 (m, 
1H), 0.98-1.12 (m, 2H), 0.75 (t, 3H, 
J=7.0Hz). 


72 


r 1 






1 -Method A 


white 
solid 


482.01 


1.79min 
Method B 


482.06 


'H NMR (CDC1 3 ) 8 7.76 (d, IH, 
J=7.5Hz) , 7.63-7.67 (m, 4H), 7.43- 
7.50 (m, 8H), 6.24 (s, br, 1H), 5.28 
(s, br, IH), 4.53 (dd, 2H, J=50Hz, 
15Hz), 4.27 (t, IH, J=73Hz), 1.87- 
1.99 (m, 1H), 1.30-1.39 (m, 1H), 
1.03-1.11 (m,2H),0.76(t, 3H, 
J=8.0Hz). 



Ex. 
No. 


R' 


R* 


R J 


Reaction 
Scheme 


Appearance 


CalcMW 


ReL Time/ 
Method 


M+H* 


NMRData 


73 


arv. 






1 -Method A 


pale 
yellow 
solid 


426.90 


1.86 min 
Method A 


427.09 


'H NMR (CDC1 3 , 300MHz) 8 7.69 
(ddd, 2H,J =2.0, 2.7, 8.7), 7.47 (dd, 
2H, J = 2.0, 8.7), 7.15 (dd, 1H, J- 
2.1, 12.0), 7.03 (d, 1H, J= 8.4), 6.84 
(t, 1H, J = 8.5), 630 (br s, 1H), 5.25- 
530 (m, 2H), 4.96 (d, 1H, J » 1.4), 
4.87 (td, IH, /= 1.4, 9.9), 4.57 (d, 
lH,y= 15.4), 4.23^32 (m, 2H), 
3.87 (s, 3H), 2.60-2.67 (m, IH), 
2.15-2.24 (m,lH). 


74 








1 -Method A 


colorless 
oil 


436.92 


1.88 mm 
Method A 


437.09 


'H NMR (CDCI3, 300MHz) 6 7.97 
(dd 2H, J°IJ, 83), 7.71 (dd, 2H.J 
= 2.0, 8.7), 7.43-7.50 (m, 4H), 6.26 
(br s, IH), 5.22-535 (m, IH), 5.18 
(br s, IH), 4.84-4.96 (m, 2H), 4.69 
(d, IH, 15.8), 4.41 (d, IH, /= 
15.8), 431 (t, IH, 7=7.5). 3.91 (s, 
3H), 2.60-2.67 (m, IH), 2.1 1-2.24 
(m, IH). 


75 


0 




u 


1 -Method A 


white 
solid 


403.89 


1.63 min 
Method A 


404.03 


'H NMR (CDC1 3) 300MHz) 8 7.71 
(ddd, 2H, J = 2.0, 2.6, 8.7), 7.60 (dd, 
2H, J= 1.9, 83), 7.49-7.52 (m, 4H), 
6.21 (brs, IH), 5.22-533 (m, IH), 
5.17 (br s, IH), 4.88-4.98 (m, 2H), 
4.71 (d, lH,y* 16.2), 4.40 (d, IH,./ 
= 16.1), 432 (t, lH,y=7.6), 2.54- 
2.63 (m, IH), 2.09-2.19 (m, IH). 



Ex- 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


76 






U 


1 -Method A 


white 
solid 


446.88 


2.04 mm 
Method A 


447.05 


'H NMR (CDCh, 300MHz) 6 7.67 
(d, 2H, J = 8.6), 7.45-736 (m, 6H), 
6.24 (br s, IH), 5.25-539 (m, IH), 
5.19 (br s, IH), 4.88-4.98 (m. 2H), 
4.68 (d, IH, J = 15.8), 4.42 (d, 1H, 7 
- 15.81), 434 (t, IH, /=* 73), 238- 
2.68 (m, 1H), 2.13-2.23 (m, 1H). 


77 


w 

1 


N 




I -Method A 


white 
solid 


405.91 


1.51mm 
Method B 


406.2 


'H NMR (CDa 3 ) 6 7.70 (d, 2H, 
J=8.0Hz) 7.68 (d, 2H, J=8.0Hz) . 
7.47-7.51 (m, 4H), 6.15 (s, br, 1H), 
5.16 (s, br, IH), 433 (dd, 2H, 
J=50Hz, 15Hz), 4.21-4.26 (m, 1H), 
1.82-1.87 (m. 1HX 1.20-1.25 (m, 
1H), 0.97-1.09 (m, 2H), 0.74 (t, 3H, 
J-7.0Hz). 


78 


l 


Q 




1 -solid 


white 


408.95 


1.84mm 

JYICUIOU D 


431.04 


'H NMR (CDCJj) 8 7.83 (d, 2H, 
J=8.0Hz), 732 (d, 2H, J=8.0Hz), 
734 - 7.45 (m, 5H), 5.85(s, br, 2H), 
5.17 (q, 1H, 7.2Hz), 3.78 (dd IH, 
J— 8.4Hz, 4Hz), 236 (m, 1H), 1.62 
(m, 1H), 1.50 (d, 3H, J=7.2Hz), 1.23 
(m, 1H), 0.91 (d, 3H, J=6.6Hz), 0.84 
(d, 3H, J=6.6Hz) 


79 


V 






1 -solid 
support 


colorless 
syrup 


408.95 


1.89 
Method B 


431.04 
M4Na 


H NMR (CDC1 3 ) S 7.77 (d, 2H, 
J=8.0Hz), 730 (d, 2H, J=8.0Hz), 
7.17 - 732 (m, 5H), 6.67 (s, br, 1H), 
6.15 (s, br, IH), 5.17 (q, IH, 7.2Hz), 
4.26 (dd IH, J=6.6Hz), 3.48 (m, 1H), 
337 (m, 1H), 257 (m, 1H), 250 (m, 
1H), 1.92(m, 1H), 133(m, 1H), ! 
1.10(m, 1H), 0.76 (d, 3H, J=6.6Hz), 
0.75 (d, 3H, J=6.6Hz) 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc. MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


80 


V 


CI 


"a. 


1-solid 
support 


yellow 
solid 


430.36 


1.64min 
Method B 


430.02 


'H NMR (CDCb) 5 834 (s, 1H), 
7.67 (d, 1H, J=6.8Hz), 7.48 (d, IH, 
6.8Hz), 7.25 (d, IH, J=6.8Hz), 6.1 
(br. S, IH), 5.29 (br. s, 1H), 439 (d, 
IH, J=16Hz), 439 (d, IH, J=16Hz), 
1.8 (m, IH), 132(m, IH), 1.06(m, 
IH), 0.78 (d, 3H, J=64.Hz), 0.68 (d, 
3H, J=6.4Hz) 


81 




CI 




1-sotid 
support 


white 
solid 


43539 


1.87 
Method B 


456.92 
M+Na 


'H NMR (CDCI3) 6 7.64 (d, 2H, 
J=8.0Hz), 730 (d, 2H, J=8.0Hz), 
6.79 (d, IH, J=3.7Hz), 6.72 (d, IH, 
J=3.7Hz), 4.60 (d, IH, JM21.9), 
4.56(d, 1H,*=2 1.9Hz), 4.28(t, IH, 
J=7.4Hz), 1.86(m, IH), 133(ra, IH), 
1.25(m, IH), 0.76(d, 3H, J=6.5Hz), 
0.73(d, 3H, J=6.5Hz) 


82 


V 






1 -Method A 


white 
solid 


420.96 


1.97 
Method A 


421.2 


'H NMR (CDCI3, 500 MHz) 8 7.77 
(d, 2H, J = 8.6), 7,45 (d, 2H, J = 
9.10), 7.26-7.35 (m, 5H), 6.54 (d, 
IH, J= 16), 638 (br s, IH), 6.00- 
6.07 (m, IH), 534 (br s. IH), 436 (t, 
IH, J = 7^), 4.02^. 15 (m, 2H), 
1.83-1.92 (m, IH), 135-1.43 (m, I 
H), 1.25-132 (m, 1 H), 0.79 (d, 3H.7 
-6.7), 0.77 (d,3H,y= 6.7). 


83 


V 


1 

0 




5 


white 
solid 


389.90 


1.91 
Method D 


390.2 


l H NMR (DMSO-rftf, 500 MHz) 8 
8.08 (br s, IH), 7.97 (d, 2H, J= 8.7), 
7.65 (d, 2H, J= 83), 7.01 (brs, IH), 
4.46(d, IH, J=18),4.22(d, lH,y = 
18), 3.91 (t lH.y-63), 3.00(s, 
3H), 2.85 (s, 3H), 1.40-130 (m, 2H), 
130-1.40 (m, 1 H), 0.85 (d, 3H, J=* 
6.1), 0.64(d,iH,J-6.0). 



Ex. 
No. 


R' 


R 2 


! R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


84 


V 




^X 


5 


white 
solid 


375.88 


138 
Method A 


376.0 


*H NMR (CDd* 500 MHz) 6 7.85 
(dd, 2H, 7 = 1.8, 6.8X 7 JO (dd, 2H, 7 
■ 2.0, 6.8), 7.40 (br s, IH), 637 (br s, 
1H), 5J25 (br slH), 4.26 (dd, IH, 7 - 
6.2, 8.6), 3.97 (d, IH,7 = 17), 3.85 
(d, 1H,7= 17), 2.85 (d, 3H, 7=4.8), 
1.75-1.85 (m, 1H), 1.40-1.48 (m, 
1H), 0.88 (d, 3H, 7= 6.4), 0.87(d, 
3H,7=6.6). 


85 


V 






5 


white 
solid 


448.01 


2.18 
Method C 


448.1 


H NMR (CDC1 3 , 500 MHz) 6 8. 10 
(br s, IH), 7.92 (d, 2H, 7= 8.5), 7.50 
(d. 2H. 7= 8.5), 5.18 (br s, 1H), 435 
(d, 1H,7 = 17), 4.15 (t, 1H,7=7.4), 
3.97-4.05 (m, 1H), 3.95 (d, 1H,7 = 
17), 3.70-3.89 (m, 3H), 2.55-2.85 (m, 
4H), 1.85-1.91 (m, 1H), 1.55-1.85 
(m, IH), 130-1.40 (m, lH),0.85(d, 
3H, 7=6.4), 0.83 (d, 3H, 7=6.4). 


86 




O 


^x 


5 


white 
solid 


429.97 


226 
Method C 


430.2 


'H NMR (CDC1 3 500MHz) 6 8.59 
(br s, IH), 7.92 (d, 2H,7= 9.1), 7.47 
(d, 2H, 7= 8.6), 5.16 (br s, IH), 4.42 
(d, 1H,7= 17), 4.23 (dd, 1H,7=5.6, 

8.6) , 3.87 (d, IH, 7= 17), 3.55-3.65 
(m, IH), 3.40-3 32 (m, 3H), 1.80- 
2.00 (m, IH), 1.45-1.80 (m, 7H), 
135-1.45 (m, IH), 0.89 (d, 3H, 7 = 

6.7) , 0.86 (d,3H. 7= 6.5). 



Ex. 
No. 


R' 


R l 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H+ 


NMR Data 


87 


V 




"a. 


5 


white 
solid 


437.95 


237 
Method C 


438.2 


*H NMR (CDCIj, 500MHz) 8 8.95 
(br s, IH), 7.83 (d, 2H, 7= 8.6), 7.47 
(d, 2H, 7 = 8. 1 ), 7.43 (d, 2H, 7 = 8.6), 
7.33 (t, 2H, 7 = 8.1), 7.13 (t, IH, 7 = 
7.6), 6.65 (br s, IH), 5.45 (br s, IH), 
4.40 (dd, IH, 7= 6.1, 8.6), 4.07 (d, 
IH, 7= 17), 4.03 (d, IH, 7= 17), 
1.70-1.80 (m, IH), 1.55-1.65 (m, 
2H). 0.93 (d. 3H. 7= 7.0), 0.90 (d, 
3H, 6.4). 


88 


V 






5 


white 
solid 


401.92 


1.94 
Method C 


4022 


'H NMR (CDClj, 500MHz) 5 7.85 
(dd, 2H, 7= 1.9, 8.9), 7.50 (dd, 2H, 7 
= 2.0, 8.7), 7.40 (br s, IH), 6.55 (br s, 
IH), 630 (br s, IH), 4.23 (dd, IH, 7 
= 2.9, 8.9), 3.92 (d, 1H,7= 17), 3.83 
(d, 1H,7= 17), 2.68-2.73 (m, IH), 
1.75-1.83 (m, IH), 1.50-1.57 (m, 
IH), 1.40-1.49 (m, IH), 0.88 (d, 3H, 
7 = 6.4), 0.87 (d, 3H, 7- 6.7), 0.80 
(d, 2H, 7= 7.0), 0.5 1 (t, 2H, 7 = 4.0). 


89 








6 


white 
solid 


438.93 


1.67 min 
Method A 


439.17 


'H NMR (CDC! 3 , 300MHz) 6 7.91 
(d, 2H,7= 8.2), 7.81-7.84 (m, 3H), 
7.56 (d, 2H, 7= 8.6), 7.49 (d, 2H, 7 = 
8.2), 6.55 (br s, IH), 5.10 (d, IH, 7- 
15.4), 4.23 (dd, 1H, 7=4.6, 9.7), 
4.05 (d, 1H,7= 15.4), 2.04-2.14 (m, 
IH), 1.20-131 (m, IH). 0.80-0.89 
(m, IH), 0.74 (d, 3H, 7= 6.6), 0.68 
(d,3H,7=6.6). 



o 



Ex. 
No. 


R 1 


R* 


R 5 


Reaction 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+IT 


NMRData 


90 


^ J 






6 


white 
solid 


422.89 


1.41 min 
Method A 


423.05 


*H NMR (dmso-dfi, 300MHz) S 7.86 
(d, 2H, J - 8.2), 7.85 (br s, IH), 7.81 
(d, 2H, J - 8.6), 7.61 (d, 2H, J - 8.6), 
7.47 (d, 2H, J = 8.0), 7. 10 (hr s, IH), 
5.45-5.55 (m, IH), 4.83-4.95 (m, 
3H), 4.71 (d, IH. J = 17.0), 4.47 (t, 
IH, •/= 7.4), 2^9-237 (m, 1H), 
2.13-2.22 (m, 1H). 


91 


l 






2 


tan 
solid 


450.0 


I.62min 
Method B 


450.2 


, HNMR(CDCl 3 )87.67(d,2H, 
J=7.0Hz) 7.42 (d, 2H, J=7.0Hz) , 
7.17-7.26 (m, 2H), 6.49-6.58 Cm. 
2H), 6.18 (s, br, IH), 5.1 1 (s, or, 
IH), 433 (dd, 2H, J=50Hz, 15Hz), 
4.12-4.20 (m, IH), 3.21-330 (m, 
4H), 1.91-2.04 (m,5H), 132-138 
(m, IH), 0.94-1.09 (m, 2H), 0.75 (t, 
3H, J=«.0Hz). 


92 


V 


o • 




7 


white 
solid ; 


502.08 


1.72 
Method A 


502.1 


*H NMR (DMSO-rf* 500MHz) 6 
7.86 (dd, 2H,y=2.0, 6.8), 7.65 (dd, 
2H, J « 2.0, 6.8) 737 (br s, IH), 7.07 
(br s, IH), 4.19 (t, IH, J~ 7.6), 3.92 
(brs, 2H), 335 (dd, lH,y= 15, 6.8), 
3.05 (dd, IH, J= 15. 8.1), 1.85 (brs, 
IH), 130-1.70 (m, 4H), 138 (s, 9H). 
1.10-1.20 (m, IH), 0.80-1.00 (m, 
3H), 0.82 (d,6H,y- 7.6). 



a 
s 

I 
s 



Ex. 
No. 


• R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


93 


V 


o 




5 


white 
solid 


478.01 


1.60 
Method A 


478.1 


*H NMR (DMSO-4, 500MHz) 8 
8.05 (s, IH), 7.98 (d, 2H, J= 7.8), 
7.65 (d, 2H, J = 7.8), 7.05 (s, IH), 
4.73 (s, IH), 4.55-4.65 (m, 2H), 437 
(t, lH,y» 16), 3.95 (brs, IH), 3.70 
(br a, 2H), 2.90 (br s, IH), 2.77 (br s, 
IH), 1.00-1.55 (m, 4H), 0.70 (d, 6H, 
y«4.I). 


94 


V 




**X 


5 


white 
solid 


530.20 


1.59 
Method A 


531.2 


'H NMR (DMSCMs, 500MHz) 8 
7.96 (d, 2H, 7 = 8.7), 7.65 (d, 2H, j 
8.6), 7.02 (s, IH), 4.5 (d, IH, 18), 
4.27 (d, 2H, J « 18), 3.95 (br s, IH). 
335-3.50 (m, 8H), 130-1.55 (m, 
3H), 1 .41 (s, 9H)» 0.74 (d, 3H, J = 
6.5)0.66 (d, 3H,J=6.0). 


95 




n(X- 


^X 


8 


white 
solid 


424.95 


1.49 min 
Method A 


425.17 


l H NMR , 500Hz, (CDCfe) 8 7.68 (d, 
2Hj J=8.0Hz), 7.46 (d, 2H, J=8.0Hz), 
7:33 (d, 2H, J=8.0Hz), 7.28 (d, 2H, 
J=8.0Hz), 6.26 (s, br, IH), 535 (s, 
br, IH), 4.67 (s, br, 2H), 4.56 (d, IH, 
J, b -16Hz), 4.36 (d, IH, J rt =16Hz), 
4.26 (t, IH, J=7.6Hz), 1.86-1.80 (m, 
2H), 1.34-1.28 (m, IH), 1.16-1.10 
(m, IH), 0.96 (d, 3H, J-7.0Hz), 0.93 . 
(d, 3H, J=7.0Hz) 



Ex. 
No. 




R 1 


R 5 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


96 






U 


1 -Method A 


white 
solid 


452.96 


1.75 min 
Method A 


453.1 


'H NMR (CDClj) 5 
7.96-7.90 (m, 2H), 7.64 (A of ABq, 
2H. J=8.8Hz), 7.56 (d, IH, J=7.5Hz), 
7.43 (B of ABq, 2H, J=8.8Hz), 737 
(t, IH, J=7.5Hz), 6.28 (bs, IH), 5.25 
(bs, IH), 4.61 (A of ABq, 1H, 
J=l 5.7Hz, X 4.48 (B of ABq, IH, 
J=15.7Hz), 436 (t, IH, J=7.3Hz) t 
3.91 (s, 3H), 1.86-1.76 (m, IH), 
139-130 (m, IH), 1.23-1.13 (m, 
1H), 0.78 (d, 3H, J=6.6Hz), 0.68 (d, 
3H, J=6.6Hz). 


97 








1 -Method A 


white 
solid 


417.92 


1.53 TTTTTl 

Method A 


418.11 


'H NMR (CDQj, 300MHz) 5 7.71 
(d, 2H, J = 8.7), 7.60 (d, 2H, J= 8.4), 
7.47-7.51 (m, 4H), 6.28 (br s, 1H), 
5.17 (ot s, 1H), 4.73 (d, 1H.7- 
16.2), 4.41 (d, IH, /= 15.9), 4.32 
(dd, lH,y= 1.5, 8.1), 1.65-1.82 (m, 
1H), 1.14-l30(m, 1H), 0.27-0.40 
(m, 2H), 0.12-0.22 (m, 1H), -0.18- 
0.05 (m, 2H). 


98 




^0|- 




1 -Method A 


white 
solid 


460.91 


1.76 irrin 
Method A 


461.05 


'H NMR (CDC1 3 , 300MHz) 6 7.67 
(d, 2H, J « 8.4), 7.44-7.56 (m, 6H), 
632 (br s, 1H), 5.20 (bx s, 1H), 4.70 
(d, 1H,J = 15.6), 4.43 (d, lH,/« 
15.6), 435 (t, IH, 7 = 7.8), 1.70-1.84 
(m, IH), 1.26-132 (m, 1H), 0.32- 
0.40 (m, 2H), 0.16-0.24 (m, IH), - 
0.14-0.00 (m,2H). 



Ex. 
No. 


R l 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


99 








1-MethodA 


white 
solid 


450.94 


1.63 min 
Method A 


451.06 


'H NMR (CDC1 3 , 300MHz) 8 7.97 
(d, 2H, J - 83), 7.70 (d, 2H, J = 8.7), 
7.43-7.48 (m, 4H), 632 (br s, IH), 
5.15 (brs. IH), 4.70 (d, IH, J = 
15.8), 4.43 (d, IH, J = 15.8), 435 (t, 
IH, 7=7.8), 3.91 (s, 3H), 1.70-1.82 
(m, IH), 1.23-135 (m, IH), 0.32- 
0.40 (m, 2H), 0.10-0.21 (m, IH), - 
0.25- -0.05 (m, 2H). 


100 


V 






1-MethodA 


white 
solid 


509.06 


1.94 min 
Method A 


509.2 


'H NMR (CDC1 3 ) 8 7.58 (A of ABq, 
2H, J=8.8Hz), 7.40 (B of ABq, 2H, 
J=8.8Hz)» 7.24 (bs, 4H), 6.20 (bs, 
IH), 5.23 (bs, IH), 4.45 (s, 2H), 436 
(t, IH, J=73Hz), 4.12 (q, 2H, 
J=7.2Hz), 1.83-1.74 (m, IH), 1.55 (s, 
3H), 1.55 (s, 3H), 139-1.20 (m, 2H), 
1.19 (t, 3H, J=7.2Hz), 0.78 (d, 3H, 
J=6.6Hz), 

0.66 (d, 3H, J=6.6Hz). 


101 


V 


0 


*0. 


6 


white 
solid 


508.04 


1.48 min 
Method A 


508.22 


! H NMR (CDCI3, 300MHz) 8 7.68 
(d, 2H, 7= 8.6), 7.29-7.47 (m, 6H), 
6.38 (br s, IH), 5.75 (br s, IH), 4.65 
(d, 1H,7= 16.0), 4.42 (d, 1H,7 = 
16.0), 432 (t, IH, 7= 7.5), 330-3.85 
(br m, 8H), 1.69-1.78 (ra, IH), 1.28- 
137 (m, IH), 1.08-1.14 (m, IH), 
0.76 (d, 3H, 7 = 6.5), 0.63 (d, 3H, 7 - 
6.6). 



Ex. 
No. 


R' 


R 2 


R J 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


102 


V 


o 


"a. 


6 


white 
solid 


491.59 


139 mm 
MemodA 


49Z23 


'H NMR (CDOj, 300MHz) 8 7.75- 
7.80 (m, 2H), 7.42 (d, 2H, J= B2\ 
733 (d, 2H,y= 8.2), 7.14-7.20 (m, 
2H), 637 (bis, 1HX 5.64 (brs, 1H), 
4.64 (d, 1H, J = 16.0X 4.44 (d, 1H, J 
= 16.0X431 (t. lH.y-7.lX3.20- 
3.85 (brm, 8H), 1.70-1.78 (m. 1H), 
1.28-135 (m, 1H), 1.05-1.14 (m, 
1H), 0.76 (d, 3H, J = 6.5), 0.63 (d, 
3H, 7=6.6). 


103 


V 


o l^o 




6 


colorless 
ofl 


551.11 


1.32 mm 
MemodA 


551.24 


'H NMR (CDCb, 300MHz) S 7.67- 
7.72 (m, 4HX 7.42-7.48 (m. 4H), 
6.82(br5, IH), 6.25 (br s, 1H),531 
(br s, 1HX 4.65 (d, 1H, J - 1 5.9), 
4.43 (d, 1H, /= 15.9X 430 (t, 1H, 7 
- 7.9), 3.70-3.79 (m, 4HX 3.53-3.59 
(m, 2H), 2.53-2.65 (m, 6H), 1.79- 
1.86 (m, 1HX 1.29-138 (m, 1H), 

{m, IflJ, U.70 (a, 3H, J — 
6.5), 0.65 (d,3H,y= 6.6). j 


104 


V 






6 


white 
solid 


534.66 


1.22 min 
MemodA 


535.28 


'H NMR (CDCl* 300MHz) 6 7.75- 
7.80 (m, 2H), 7.71 (d, 2H, 7= 8.2), 
7.43 (d, 2H, 7 = 8.1), 7.14-7.20 (m, 
2H), 6.81 (br s, IH), 6.28 (br s» 1H), 
531 (brs, lH),4.64(d,lH,y= 
15.9), 4.44 (d, IH, y = 15.9), 4.29 (t, 
1H, 7- 7.6), 3.70-3.79 (m, 4H). 
3.53-3.59 (m, 2H), 2.52-2.63 (m, 
6H), 1 .77- 1 .85 (m, 1 H), 1 .29- 1 .38 
(m, 1H), 1.06-1.13 (m, 1H), 0:75 (d, 
3H, J - 6.5), 0.65 (d, 3H, 7 - 6.6). 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H+ 


NMRData 


105 








6 


white 
solid 


607.17 


1.70 min 
Method A 


607.29 


*H NMR (CDCfe, 300MHz) 8 7.69 
(d, 2H, J = 8.6), 7.30-7.47 (m, 6H), * 
638 (br s, 1H), 5.75 (br s, 1H), 4.65 
(d, IH, J= 16.0), 4.43 (d, 1H, J = 
16.0), 433 (t, IH.y - 7.5X 330-3.85 
(brm, 8H), 1.72-1.79 (m, 1H), 1.45 
(s, 9H), 1.24-139 (m, 1H), 1.05-1.18 
(m, 1H), 0.76 (d, 3H, J - 6.5), 0.62 
(d, 3H,y=6.6). 


106 








6 


white 
solid 


554.11 


1.75 min 
Method A 


554.19 


'H NMR (CDa 3 , 300MHz) 8 7.70 
(ddd, 2H, J - 1.9, 2.4, 8.6), 7.47 
(ddd, 2H, 7- 2.0, 2.3, 8.7), 737-7.42 
(m, 4H), 7.15-7.20 (m, 4H), 631 (br 
s, 1H), 5.60 (br s, 1H), 4.87 (br s, 
1H), 4.65 (d, lH,y= 15.9), 4.52 (br 
s, 1H), 4.47 (d, 1H, y = 15.9), 433 (t, 
lH,y = 7.2), 4.05 (brs, lip^ -r:,(br 
s, 1H), 2.85-3.01 (br m, 2* \ 2- 
1.85 (m, 1H), 130-1.42 (m, 1H), 
1.08-1.18 (m, 1H), 0.79 (d, 3H, y- 
6.5), 0.66 (d, 3H,y=6.6). 


107 








1 -Method A 


clear 
wax 


456.97 


1.60min 
Method B 


455.1 
(M-IT) 


'H NMR (CDC1 3 ) 8 7.61 (d, 2H, 
J=8.0Hz) 7.43 (d, 2H, J=8.0Hz) , 
6.82-7.10 (m, 3H), 6.21 (s, br, 1H), 
5.15 (s,br, lH),4.35(dd,2H, 
J=50Hz, 15Hz), 4.15-4.22 (m, 1H), 
3.89(s, br,3H), 2.30-233 (m, 1H), 
0.86-0.98 (m, 1H), 0.74 (s, 9H). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret. Time/ 
Method 


M+H* 


NMR Data 


108 








1 -Method A 


white 
solid 


433.96 


U8mm 
Method B 


432.14 
(M-ff) 


*U NMR (CDa 3 ) 6 7.67 (d, 2H. 
J=8.0Hz) 7.58 (d, 2H, J=8.0Hz) , 
7.45-7.49 (m, 4H), 6.19 (s, br, 1H), 
5.15 (s, br, IH), 4.55 (dd, 2H, 
J=50Hz, 15Hz), 43(M34 (m, 1H), 
235-231 (m, 1H), 0.84-0.88 (m, 
1H), 0.74 (s, 9H). 


109 


T 


T 

F 




1 -Method A 


white 


476.95 


1.62min 

raeinoo D 


475.12 

a/ vr\ 
(M-fl ) 


*H NMR (CDa 3 ) 6 7.61 (d, 2H, 
J=8.0Hz) 7.51 (d, 2H, J=8.0Hz) . 
7.40-7.44 (m, 4H), 630 (s, br, 1H), 
531(s,br,lH). 4.51(<W,2H, 
J=50Hz, 15Hz), 434-438 (m, 1H), 
238-232 (m, 1H), 0.91-0.96 (m, 
1H), 0.76(s, 9H). 


110 


V 






8 


tan 
solid 


452.02 


135 mm 
Method A 


45233 


l H NMR, 400Hz, (CDC1 3 ) 5 7.94 (d, 
2H, J-8.0HZ), 7.74 (d, 2H, J=8.0Hz), 
7.63 (d, 2H, J=8.0Hz), 7 38 (d, 2H, 
J=8.0Hz), 637 (s, br, 1H), 5.40 (s, 
br, 1H), 4.52 (d, 1H. J*=16Hz), 4.44 
(d, IH, J*=l6Hz), 
3.28-3.23 (m, 3H), 2.17 (s, br, 6H), 
1.95 (m, IH), 1 .55 (m, 2H). 0.96 (d, 
3H, J=7.0Hz), 0.93 (d, 3H, J=7.0Hz) 


111 








5 


white 
solid 


535.97 


2.65 min 
• Method C 


536.04 


l H NMR (CDC1 3 , 400MHz) 8 7.80 
(dd, 2H, / ~ 2.0, 9.0), 7.45 (dd, 2H, J 
= 2.0, 9.0), 732 (dd, 2H, J = 1.8, 
9.0), 7.24 (br s, 1H), 7. 17 (d, 2H, J =• 
9.0). 5.50 (br a, IH), 4.43 (qd, 2H, J 
= 6.0, 15), 4.22 (t, IH, J = 7.0), 4.05 
(d, IH, J « 17), 3.90 (d, IH, y- 17), 
1.70-1.80 (m, IH), 1.42-1.55 (m, 
IH), 132-1.41 (m, IH), 0.83 (d, 6H, 
7=7.9). 



Ex. 
No. 


R' 


R 1 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


112 


V 


o 




5 


white 
foam 


487.93 


1.52 min 
Method A 


488.20 


'H NMR (CDC1 3 , 400MHz) 8 7.77 
(d, 2H, J= 83), 7.45 (d,2H,./ = 
9.0), 730 (br s, IH), 7.05-7.10 (m, 
IH), 6.90-7.05 (m, 2H), 5.53 (br s, 
IH), 439-4.50 (m, 2H), 4.24 (t, 1H, J 
- 7.1), 4.02 (d, IH, y - 17), 3.90 (d, 
2H,y= 17), 1.70-1.80 (ra, IH), 1.42- 
1.55 (m, 1 H), 135-1.42 (m, IH), 
0.83 (d,6H,J = 7.7). 


113 


V 


H . 

"Or i 




5 


white 
oily 
solid 


417.96 


1.52 min 
Method A 


418.23 

■jy. 


'H NMR (CDQ 3 , 400MHz) 8 7.92 
(br s, IH), 7.82 (d, 2H, J= 8.2), 7.47 
(d, 2H, J - 83), 735 (br s, IH), 6.23 
(br s, IH), 5.47 (br s, IH), 435 (t, 
lH,y=7.2), 3.91 (d, lH,y= 17), 
3.75 (d, IH, J= 17), 1.75-1.82 (m, 
IH), 1.50-1.62 (m, IH), 138-1.50 
(m, IH), 1.35 (s, 9H), 0.89 (d, 3H, J 
=5.4), 0.87(d,3H,/=5.6). 


114 


•3 - 

7 






5 


white 
solid 


458.02 


1.62 min 
Method A 


45836 


'H NMR (CDC1 3 , 400MHz) 8 7.84 
(dd, 2H, J = 2.0, 8.8), 7.68 (br s, IH), 
7.47 (dd, 2H, 2.0, 8.3), 6.62 (br t, IH, 
J= 5.3), 5.45 (br s, IH), 4.25 (dd, 
lH.y-23, 6.1), 3.98 (d, lH,y= 
17), 3.85 (d, lH,y= 17), 303-3.15 
(m, 2H), 1.86-1.92 (m, IH), 1.40- 
1.85 (m, 7H), 1.05-1.35 (m, 4H), 
0.90-0.99 (m, 2H), 0.88 (d, 3H, J = 
6.6), 0.87 (d, 3H,J=6.4). 



Ex. 

No- 


R" 


R* 


R* 


Reaction 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


us 


V 


O 


^x 


5 


white 
solid 


452.96 


1.14 mm 
Method A 


45332 


*H NMR (CDCl* 400MHz) 5 8.53 
(d, 2H, J - 53), 8.04 (t, IH, J - 53), 
7.80 (dd, 2H,J= 1.8, 8 S), 7.46 (dd, 
2H,y = 1.8, 8.7), 733 (brs, IH), 
739 (d, 2H, y = 5.4), 5.78 (hr s, IH), 
4.47 (qd, 2H,y « 60, 16, X 431 (t, 
IH, J = 7.4X 4.07 (d, 1H. 7 = 17), 
3-92 (d, lH,y= 17), 1.67-1.77 (m, 
IH), 130-1.47 (m, 2H), 0.81 (d, 3H, 
J = 6.5), 0.77 (d, 3H, J - 7.0). 


116 




o 


*tx 


5 


white 
foam 


419.93 


1.29 Min 
Method A 


420.23 


*H NMR (CDQ,, 400MHz) 6 7.87 
(dd, 2H, 7= 2.0, 8 J), 7.85 (br s, 1H), 
7.49 (dd, 2H, 7=2.1, 9.0), 6.73 (hr s, 
1H), 5.55 (br s, 1H), 432 (dd, IH, J 
= 6.1, 83), 4.02 (d, lH,y= 17). 3.87 
(d, 1H.7- 17), 3.40-3.50 (m, 4H), 
336 (a, 3H), 1.77-1.86 (m, 1H), 

1 46-1 57 fm 1 VT\ 1 d 1 fm 

1H), 0.84 (d, 3H, J= 6.7). 0.83 (d, 
3H,y=6.5). 


117 


V 


0 k^-O 


*tx 


5 


white 
foam 


475.01 


1.16 min 
Method A 


47536 


'H NMR (CDQa, 400MHz) 6 7.85 
(dd, 2H, J = 2.0, 8.5), 7.64 (br s, IH), 
7.47 (dd, 2H, 7 - 1.5, 7.1), 6.87 (br s, 
1H), 5.55 (br s, 1H), 432 (dd, 1H, y 
= 6.2, 7.9), 4.00 (d, 1H, y = 17), 3.87 
(d, IH, y = 17), 3.72 (t, 1H, y = 4.2), 
330-3.45 (m, 2H), 2.45-2.55 (m, 
6H), 1.75-1.85 (m, 1H), 1.50-1.63 
(m, 1H), 1.30-1.41 (m, 1H), 0.86 (d, 
5H,y=9.0). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret. Time/ 
Method 


M+H* 


NMRData 


118 


? 




"a. 


1 -Method A 


white 
solid 


459.79 


1.62min 
Method B 


461.1 


*H NMR (CDCi 3 ) 5 7.67 (d, 2H, 
J=7.0Hz) 7.48 (d, 2H, J=7.0Hz) , 
7.41 (d, 2H, J=6.5Hz), 731 (d, 2H, J- 
6.5Hz), 6.21 (s, br, 1H), 5.20 (s, br, 
1H), 4.43 (dd, 2H, J=50Hz, 15Hz), 
4.12-4.24 (m. 1H), 1.88-1.90 (m, 
1H), 134-1.29 (m, 1H), 0.98-1.08 
(m, 2H), 0.74 (t, 3H, J=7.0Hz). 


119 






*xX 


1 -Method A 


yellow 
solid 


437.06 


1.84 min 
Method F 


(M+Na) + 
459.9 


'H NMR (400 MHz, DMSO) 5 7.83 
(d, 2H, J=8.8). 7.80 (d, 2H, J=83), 
7.64 (d, 2H, J=8.5), 7.59 (d, 2H, 
J=8.6), 7.48 (s, 1H), 7.15 (s, IH), 
4.79 (ABq, 2H, Au-22.2, J.b=17.4), 
4.44 (dd, IH, J°8.0, 6.3), 231 (m, 
2H), 1.84 (m, IH), 1.81 (s, 3H), 1.53 
(m,lH). 


120 


/ 5 






1 -Method A 


white 
solid 


480.06 


2.08 min 
Method F 


(M+Na) + 
503.0 


'H NMR (400 MHz, DMSO) 5 7.82 
(d, 2H, J=8.8), 7.68 (d, 2H, J=8.6), 
7.61 (m, 4H), 7.48 (s, IH), 7.16 (s, 
IH), 4.80 (ABq, 2H, , Au=16.7, 
7^=17.0), 4.45 (dd, IH, J=8.2, 63), 
2.22 (m, 2H), 1.82 (m, IH), 1.78 (s, 
3H), 1.61 (m, IH). 



Ex 
No. 


R' 




R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMRDatB 


121 


V ■ 


o 




5 


white 
solid 


488.19 


1.20 min 
Method A 


489.26 


'H NMR (CDCfe, 400MHz) 5 7.95 
(or s, 1H). 7.85 (dd, 2H, •/= 23, 92\ 
7.70 (br s, 1H), 7.47 (dd, 2H, 2.0, 
8.8), 5.42 (br s, 1H), 4.23 (dd, 1H, J 
= 6.3, 83), 354 (d, 1H, J= 17), 3.83 
(d, iH.y=17),3.73ft4H.y-4.7), 
339-3.48 (m, 1H), 3.22-333 (m, 
1H), 2.42-235 (m, 4H), 1.79-1.88 
(m, 2H), 1.63-1.75 (m, 2H), 1.49- 
1.61 (m, 1H), 131-1.45 (m, 1H), 
1.05-1.11 (m, 1H), 0.88 (d,6H,y= 
6.6). 


122 


V 


'Or 8 — r 


^X 


5 


white 
solid 


432.16 


1.59 min 
Method C 


433.12 


'H NMR (CDClj, 400MHz) 8 8.04 . 
(br s, 1H), 7.88 (dd, 2H, J e 1.9, 6.9), 
7.46 (dd, 2H, J = 1.8, 6.8), 653 (br s, 
1HX 5.55 (br s, 1H), 4 JO (dd, lH,y 
= 6^,83X4.01 (d, 1H,./- 17), 3.80 
(d, 1 H,7= 17), 3.25-3.40 (m, 2H), 
2.40-2.50 (m, 2H), 2.25 (s, 6H), 
1.75-1.90 (m, 1 H), 1.45-1.60 (m, 
1H), 130-1.45 (m, 1H), 0.84 (d, 3H, 
7 = 6 11 0 82 fd. 3H y= 6 41 


123 


V 


o 




6 


white 
solid 


466.00. 


1.49 min 
Method A 


466.17 


'H NMR (CDCI3, 500MHz) 6 7.68 
(d, 4H, J = 8.6), 7.47 (ddd, 2H, J = 
1.6, 2.4, 8.6), 7.41 (d, 2H, /«= 8 
6.25 (br s, 1H), 6.12 (br s, 1H), 530 
(br s, 1H), 4.63 (d, lH,y= 15.8), 
4.44 (d, 1H, J = 15.8), 430 ft 1H, 7 
= 6.8), 3.47-332 (m, 2H), 1.78-1.84 
(ra, 1H), 130-1.34 (m, 1H), 1.25 ft 
3H),y=7.2), 1.08-1.13 (m, 1H), 
0.76 (d, 3H, 7 = 6.6), 0.65 (d, 3H, J = 
6.6). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret. Time/ 
Method 


M+H* 


NMR Data 


124 


•vro 

V 






6 


colorless 
oil 


546.05 


1.65 min 
Method A 


546.19 


'H NMR (CDCI3, 500MHz) 5 7.7 1 
(d, 2H, y= 8.2), 7.67 (d, 2H, J - 8.6), 
7.46 (d, 2H, y = 8.6), 7.41 (d, 2H, y - 
8.0). 6.52 (br s, 1H), 6.24 (br s, 1H), 
5.40 (brs,lH), 4.63 (d, lH,y = 
15.9), 4.59 (d, 2H, J - 5.6), 4.42 (d, 
1H, y = 15.9), 4.29 ft 1H, y = 6.6), 
1.78-1.84 (m, 1H), 1.29-1.34 (m, 
1H), 1.25 ft 3H),y = 7.2), 1.06-1.11 
(m, 1H), 0.76 (d, 3H, y = 6.6), 0.66 
(d,3H,y=6.6). 


125 








6 


colorless 
oil 


494.06 


1.67 min 
Method A 


494.24 


'H NMR (CDCI3, 500MHz) 6 7.68 
(dd, 2H, y « 1.7, 8.6), 7.63 (d, 2H, y 

- 8.2), 7.46 (d, 2H, y « 8.6), 739 (d, 
2H, y = 8.2), 6.28 (br s, 1H), 5.94 (br 
s, 1H). 5.35 (brs, 1H), 4.63 (d, lH,y 

- 15.8), 4.41 (d, lH.y= 15.8), 4.29 
ft lH,y=6.6), 1.78-1.84"? ^1), 
1.46 (s, 9H), 1.29-1.34 (^,..1^/1.25 
ft 3H),y=*7.2), 1.06-1.11 (m, 1H), 
0.76 (d, 3H, y « 6.6), 0.66 (d, 3H, y - 
6.6). 


126 


Y 5 " 


k^NH 


"XX 


7 


white 
solid 


401.15 


1.34 min 
Method A 


402.15 


'H NMR (DMSO-rf* 500MHz), 6 
7.87 (d, 2H. y - 83), 7.66 (d, 2H, y = 
8.6), 7.41 (s, 1H), 7.04 (s, 1H), 4.17 
ft lH,y= 73), 3.40-330 (m, 1H), 
3 .20-3.25 (m, 1H), 3.03-3.10 (m, 
1H), 2.65-2.80 (m, 2H), 1.85-2.00 
(m, 1H), 1.20-1.85 (m, 2H), 1.45- 
1.60 (m, 1H), 130-1.40 (m, 1H), 
1.10-130 (m, 4H), 0.75-0.90 (m, 
IH), 0.82 (d, 3H, y = 73), 0.80 (d, 
3H,y=7.0). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 


Appearance 


Cak. MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


127 


V 






8 


white 
solid 


480.07 


1.34 mm 
Method A 


480.25 


'H NMR, 400Hz, (CDC33) 6 7.72 (d, 
2H, J-S.OHz), 7.60 (d, 2H, J=8.0Hz), 
739-733 (m, 4H), 6.26 (s,br, IH), 
5.40 (a, bt, IH), 

4.53 (d, IH, 1^=1 6Hz), 4.42 (d, IH, 
J*=16HzX 238 (q, 4H, J=8.0Hz), 
1.94 (m, 1HX 1.59 (m, 2H), 1.06 (t, 
6H, J=8.0Hz), 0.97 (d, 3H, J-7.0Hz), 
0.94(d,3H,J=7.0Hz) 


128 


V 






8 


white 
solid 


504.1 


1.32 mm 
Method A 


504.25 


*H NMR, 400Hz, (CDO,) 5 7.69 (d, 
2H, J=8.0Hz), 7.73 (d, 2H, J-8.0Hz), 
7.48 (d, 2H, J=8.0Hz), 7 35 (d, 2H. 
J=8.0Hz). 6.25 (s, br, 1H), 535 (s, 
bx.lH), 

432 (d, 1H, 1^=1 6Hz), 4.44 (d, IH, 
■1,^=1 orizj, 3.3!> (s, ZH), 3.47-3.42 
(m, IH), 3.01 (s, br. 1H), 1.90 (m, 
IH), 1.63 (m,2H) 0.97 (d,3H, 
J=7.0Hz), 0.94 (d, 3H, J=7.0Hz) 


129 


V 




"xx 


8 


white 
solid 


583.2 


1.26 mm 
Method A 


583.40 


'H NMR, 400Hz, (CDC1 3 ) 5 7.72 (d, 
2H, J=8.0Hz), 7.64 (d, 2H, J=8.0Hz), 
737 (m, 4HX 7.21 (m, 5H), 635 (s, 
br, 1H), 5.87 (s, br. 1H), 4.72 (d, 1H, 
U=16Hz), 4.48 (d, IH, J*=16Hz), 
3.55 (s, 3H), 3.52 (s, 3H), 3.74-3.43 
(m, 1H), 2.45 (m, 8H), 1.59 (m, 2H), 
0.98 (d, 3H, J=7.0Hz), 0.95 (d, 3H, 
X=7.0Hz) 



Ex. 
No. 


R 1 


R J 


R 5 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


130 


V 


HO 


U 


8 


amber 
glass 


496.06 


132 ruin 
Method A 


496.25 


'H NMR, 400Hz, (CDQj) 6 7.68 (d, 
2H, J=8.0Hz), 7.72 (d, 2H, J=8.0Hz), 
7.40-7.36 (m, 4H), 635 (s, br, 1H), 
5.37 (s, bT, IH), 439 (d, IH, 
J,„=16Hz), 4.37 (d, IH, 1^=1 6Hz), 
3.7-3.5 (m, 4H), 3.48 (s, 3H), 3.46 
(m, IH), 2.23-2.1 (m, 4H), 1.85 (m, 
IH), 1.55 (m, 2H), 0.98 (d, 3H, 
J-7.0Hz), 0.95 (d, 3H, J=7.0Hz) 


131 


V 




"xx 


8 


amber 
oil 


510.12 


133 min 
Method A 


510.23 


*H NMR, 400Hz, (CDC1 3 ) 8 7.69 (d, 
2H, J=8.0Hz), 7.65 (s, b, 4H), 737 
(d, 2H, J=8.0Hz), 6.25 (s, b, IH), 
536 (s, b, IH), 4.60 (d, IH, ! 
1^=1 6Hz), 438 (d, IH, J«b=16Hz), 
3.47-3.43 (m, 3H), 2.61 (m, 4H), 
2.30 (m, 4H), 1.90 (m, IH), 1.59 (m, 
2H), 0.96 (d, 3a J=7.0Hz), 0.94 (d, 
3H, J=7.0Hz) 


132 


V 




"xx 


8 


amber 
glass 


535.15 


1.24 mm 
Method A 


535.32 


'H NMR, 400Hz, (CDC1 3 ) 8 8.02 (d, 
2H, J=8.0Hz), 7.71 (d, 2H, J=8.0Hz), 
7.40 (d, 2H, J=8.0Hz), 736 (d, 2H, 
J=8.0Hz), 6.27 (s, b, IH), 5.40 (s, b, 
IH), 4.52 (d, IH, Jrf,=16Hz), 4.44 (d, 
IH, Jrf,=l6Hz), 3.61 (s, 2H), 3.45 (m, 
IH), 2.72-2.63 (m, 3H), 2.41 (s, 3H), 
232 (s, 3H), 2.05 (t, 4H, J=12.0Hz), 
1.90 (m, 3H), 1.74-1.55 (m, 3H), 
0.96 (d, 3H, J=7.0Hz), 0.93 (d, 3H, 
J=7.0Hz) 



o 



Ex. 
No. 


R 1 


R 2 


R 5 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


133 


V 


""TXCO 




8 


amber 
glass 


540.13 


1-28 min 
Method A 


540.34 


'H NMR, 400Hz, (CDCI3) 6 7.72 (d, 
2H, J=8.0Hz), 7.70 (d, 2H, J=8.0Hz), 
752 (d, 2H, J=8.0Hz), 7.38 (d, 2H, 
J=8.0Hz), 724-7.14 (m, 3H), 6.88 
(m, 1H), 625 (s, br, 1H), 539 (s, br, 
1H), 4.62 (d, 1H, J A =16Hz), 4.40 (d, 
1H, 1^=1 6Hz), 3.45 (s, 2H), 3.46 (m, 
1H), 335-3.19 (m, 2H), 3.93 (m, 
1H), 2.71 (m, 1H), 2.61 (m, 1H), 
2.49-2.43 (m, 2H), 1.89 (m, 1H), 
1.67-1.54 (m, 2H), 0.97 (d, 3H, 
J=7.0Hz), 0.94 (d, 3H, J=7.0Hz) 


134 








8 


white 
solid 


476.04 


131 min 
Method A 


476.17 


'H NMR, 400Hz, (CDCl 3 ) 8 7.79 (d, 
2H, J=8.0HzX 7.65 (d, 2H, J=8.0Hz), 
7.47 (d, 2H, J=8.0Hz), 737 (d, 2H, 
J=8.0Hz), 635 (s, br, 1H), 5.85 (s, 
br, 1H). 4.60 (s, 2H), 4.76 (d, 1H, 
J,b=16Hz), 4.30 (d, 1H, J A -16Hz), 
3.72 (s, br, 2H), 3.46 (m, 1H), 2.40 
(s, br, 3H), 220 (s, 1H), 1 .90 (m, 
1H), 1.63 (m, 2H), 0.98 (d, 3H, 
J=7.0Hz), 0.95 (d, 3H, J=7.0Hz) 



I 



I 

s 



© 



Ex. 
No. 


R 1 


R a 


R> 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


135 




1 




8 


white 
solid 


532.14 


1.34 min 
Method A 


53232 


l H NMR, 400Hz, (CDC1 3 ) 8 7.69 (d, 
2H, J=8.0Hz), 7.62 (d, 2H, J=8.0Hz), 
7.37 (d, 2H, J=8.0Hz), 733 (d, 2H, 
J=8.0Hz), 627 (s, br, 1H), 5.40 (s, 
br, 1H), 4.59 (d, 1H, J A =16Hz), 437 
(d, 1H, J,b=16Hz), 3.53 (s, 3H), 3.44 
(m, 1H), 2.79 (t, 2H, J«8.0Hz), 2.62 
(q, 2H, J=8.0Hz), 2.41 (t, 2H, 
J=8.0Hz), 2.25 (s, 6H), 1.95-1.85 (m, 
1H), 1.67-1.54 (m, 2H), 1.07 (t, 3H, 
J=8.0Hz), 0.98 (d, 3H, J=7.0Hz), 
0.95 (d, 3H, J=7.0Hz) 


136 


V 


k 




8 


white 
solid 


537.17 


124 min 
Method A 


53734 


'H NMR, 400Hz, (CDC1 3 ) 8 7.72 (d, 
2H, J=8.0Hz), 7.64 (d, 2H, J=8.0Hz), 
7.41-7.36 (m, 4H), 6.57 (s, br, 1H), 
5.40 (s, br, 1H), 4.59 (d, 1H, 
J^ieHz), 437 (d, 1H, 1^=1 6Hz), 
3.51 (s, 2H), 3.45 (m, 1H), 2.69 (t, 
2H, J=8.0Hz), 2.62 (t, 2H, J=8.0Hz), 
2.55 (q, 4H, J=8.0Hz), 235 (s, 3H), 
1.89 (m, 1H), 1.60 (m, 2H), 1.00 (t, 
6H, J=8.0Hz), 0.96 (d, 3H, J=7.0Hz), 
0.94 (d, 3H, J=7.0Hz) 



n 

$ 

o 
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Ex. 
No. 


R 1 






Reaction 
Scheme 


Appearance 


Cak.MW 


Ret Time/ 
mdnou 


M+H* 


NMRData 


137 


V 


i 




8 


white 
solid 


509.12 


1.32 mm 
Method A 


50933 


'H NMR, 400Hz, (CDOj) 6 7.69 (d, 
2H, J=8.0HzX 8.01 (d, 2H, J=8.0HzX 
7.64 (d, 2H» J-8.0HzX 7.40 (d, 2H, 
J=8.0Hz), 737 (d, 2H, J=8.QHz), 
6.27 (s, br, IH), 539 (s, hr, IH), 4.58 
(d, IH. J A =16Hz), 436 (d, 1H, 
J^loHz), 3.51 (s, 2H), 3.45 (m, 
IH), 2.66 (t, 2H. J=8.0HzX 239 (t, 
2H, J=8.0HzX 235 (s, 3H), 2^5 (a, 
6HX 1-90 (m, IH), 1.59 (m. 2H), 
0.97 (d, 3H. J=7.0Hz), 034 (d, 3H. 
J=7.0Hz) 


138 


V 




CI 


8 


clear 
glass 


494.1 


137 mm 
Method A 


494.27 


J H NMR, 400Hz, (CDCfe) 8 7.72 d, 
2H, J=8.0HzX 7.74 (d, 2H, J=8.0Hz), 
7.52 (d, 2H. J=8.0Hz), 7.37 (d, 2H, 
J=8.GHz), 626 (s, br, IH), 539 (s, 
br, IH), 4.55 (d, IH, J^loHz). 4.42 
(d, IH, J A =l 6Hz), 3.70 (s, 3H), 3.46 
(m, IH), 238-235 (m, 5H), 1.91 (m, 
2H), 1 .60 (m, 2H), 0.96 (d, 3H, 
J=7.GHz), 0.90 (d, 3H, J=7.0Hz) 


139 


V 






8 


white 
solid 


494.1 


1.33 min 
Method A 


494.26 


'H NMR, 400Hz, (CDC1 3 ) 6 7.63 (d, 
2H, J=8.0Hz), 7.73 (d, 2H, J=8.0Hz), 
7.48 (d, 2H, J=8.0Hz), 737 (d, 2H, 
J=8.0Hz), 635 (s,br, IH), 538 (s, 
br, IH), 4.52 (d, IH, J*=16Hz), 4.44 
(d, IH, J Eb =16Hz), 3.47-3.40 (m, 
3H), 2.12 (s, 3H), 1.88 (m, IH), 1.60 
(m, 2H), 1.03 (a, 9H), 0.98 (d, 3H, 
J=7.0Hz), 0.95 (d, 3H, J=7.0Hz) 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Cak.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


140 


V 






8 


amber 
glass 


521.13 


1.27 min 
Method A 


521.31 


l H NMR, 400Hz, (CDC1 3 ) 8 7.69 (d, 
2H, J=8.0Hz), 7.65 (d, 2H, J=8.0Hz), 
7.39-736 (m, 4H), 630 (s, br, IH), 
5.35(s,br,lH),4.59(d, IH, 
J^=16Hz), 437 (d, IH, J.b=16Hz), 
3.55 (s, 2H), 3.45 (m, IH), 2.84 (m, 
4H), 2.48 (q, 2H, J=7.0Hz), 2.28 (m, 
4H), 1.88 (m, IH), 1.60 (m, 2H), 
1.20 (t, 3H, J=7.0Hz), 0.98 (d, 3H, 
J=7.0Hz), 0.94 (d, 3H, J=7.0Hz) 


141 


V 






8 


white 
solid 


478.06 


1.31 min 
Method A 


478.22 


'H NMR, 400Hz, (CDa 3 ) 8 7.72 (d, 
2H, J=8.0Hz), 7.71 (d, 2H, J=8.0Hz), 
7.48 (d, 2H, J=8.0Hz), 7.38 (d, 2H, 
J=8.0Hz), 6.27 (s, br, IH), 5.40 (s, 
br, IH), 4.52 (d, IH, J„,=16Hz), 4.43 
(d, IH, J^ieHz), 3.58 (s, br, 2H). 
3.45 (m, IH), 2.66 (m, 4H), 1.86 (m, 
5H), 1.60 (m, 2H), 0.98 (d, 3H, 
J=7.0Hz), 0.95 (d, 3H, J=7.0Hz) 


142 


V 




"a. 


8 


white 
foam 


468.02 


1.58 min 
Method A 


468.25 


'H NMR, 400Hz, (CDQj) 8 7.69 (d, 
2H, J=8.0Hz), 7.76 (d, 2H, J=8.0Hz), 
7.75 (d, 2H, J-8.0Hz), 737 (d, 2H, 
J=8.0Hz), 6^5 (a, br, IH), 538 (s, 
br, IH), 4.76 (d, IH, J,,b=16Hz) t 430 
(d, IH, J.b=16Hz), 3.75 (s, 2H), 3.45 
(m, IH), 336 (s, 3H), 2.61 (s, 3H), 
1.88 (ra, IH), 139 (m, 2H), 0.98 (d, 
3H, J=7.0Hz), 0.95 (d, 3H, J=7.0Hz) 



Ex- 
No. 


nl 

R 


-J 2 

R* 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


P pt Ttmp/ 
L\JCU 1 LLLlw 

Method 


M+H* 


NMRData 


143 


V 






8 


white 
solid 


482.05 


1.28 min 
Method A 


482.24 


•H NMR, 400Hz, (CDC1 3 ) 7.69 (d, 
2H, J=8.0Hz), 7.72 (d, 2H, J=8.0Hz), 
7.42-736 (m, 4H). 635 (s, br, 1H), 
5.83 (s,br, IH), 4.58 (d, IH, 
J A =16HzX 439 (d, 1H, J^loHz), 
332 (s, IH), 3.50 (s, 2H), 3.48 (s, 
IH), 3.45 (m,lH), 235 (t,2H, 
J=8.0Hz), 2^0 (s, 3H), 1.90 (m, IH), 
139 (m, 2H), 058 (d, 3H, J=7.0Hz), 
0.95(d,3H,J=7.0Hz) 


144 


V 


OH 




8 


clear 
glass 


512.07 


1.22 min 
Method A 


512.25 


'H NMR, 400Hz, (CDCb) 8 7.71 (d, 
2H, J=8.0Hz), 7.74 (d, 2H, J=8.0Hz), 
739 (d, 2H, J=8.0Hz), 7.31 (d, 2H, 
J=8.0Hz), 6.27 (s, br, IH), 5.40 (s, 
br, IH), 4.72 (d, IH, J*=16Hz), 439 
(d, IH, J A =16Hz), 3.76 (t, 4H, 
J=8.0Hz), 3.45 (m, IH), 338 (s, br, 
2H), 3.15 (s, br, 2H), 3.76 (t, 4H, 
J=8.0Hz), 1.89 (m, IH), 1.60 (m, 
2H), 0.98 (d, 3H, J=7.0Hz), 0.95 (d, 
3H, J=7.0Hz) 


145 


7 




"a. 


8 


white 
solid 


492.09 


1.31 min 
Method A 


492.21 


'H NMR, 400Hz, (CDC1 3 ) 8 7.63 (d, 
2H, J=8.0Hz), 7.71 (d, 2H, J=8.0Hz), 
7.47 (d, 2H, J=8.0Hz), 737 (d, 2H, 
J=8.0Hz), 6.26 (s, br, IH), 539 (s, 
br, IH), 4.52 (d, IH, J^loHz), 4.43 
(d, IH, J^=16Hz), 3.47-3.43 (m, 
3H), 2.26 (m, 4H), 1.89 (m, 2H), 
1 .60 (m, 2H), 1 .46-1 .29 (m, 4H), 
0.97 (d, 3H, J-7.0Hz), 0.94 (d, 3H, 
J=7.0Hz) | 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret. Tone/ 
Method 


M+H* 


NMRData 


146 




o 


"a. 


8 


white 
solid 


564.15 


1.33 min 
Method A 


564.24 


'H NMR, 400Hz, (CDC1 3 ) 8 7.69 (d, 
2H, J=S.0Hz), 7.71 (d, 2H, J=8.0Hz), 
7.48 (d, 2H, J=8.0Hz), 7.37 (d, 2H, 
J=8.0Hz), 6.35 (s, br, IH), 5.40 <s, 
br, IH), 4.72 (d, IH, J,b=16Hz), 4.48 
(d, IH, J.b=16Hz), 4.03 (q, 2H, 
J=8.0Hz), 3.47-3.42 (m, 3H), 3.21 
(m, IH), 2.62 (m, IH), 2.63-2.36 (m, 
3H), 2.06-1.95 (m, IH), 1.93-1.80 
(m, 3H), 1.67-130 (m, 3H), 1.13 (t, 
3H, J=8.0Hz), 0.98 (d, 3H, J=.07Hz), 
0.95 (d, 3H, J=7.0Hz) 


147 


V 






8 


white 
solid 


582.21 


1.46 min 
Method A 


582.41 


'H NMR, 400Hz, (CDC1 3 ) 8 7.69 (d, 
2H, J=8.0Hz), 7.71 (d, 2H, J=8.0Hz), 
7.47 (d, 2H, J=8.0Hz), 7.38(d, 2H, 
J=8.0Hz), 7.24 (t, IH, J-8.0Hz), 7.03 
(t, 2H, J=8.0Hz), 6.95 (d, 2H, 
J-8.0Hz), 6.27 (s, br, IH), 5.40 (s, 
br, IH), 4.52 (d, IH, J«b=16Hz), 4.44 
(d, IH, J. b =16Hz), 3.48-3.43 (m, 
3H), 2.76 (m, 2H), 2.61 (m, 2H), 
1.88 (m, 3H), 1.69-134 (m, 6H), 
1.26 (m, IH), 0.98 (d, 3H, J~7.0Hz), 
0.95 (d, 3H, J=7.0Hz) 



Ex- 
No. 


p 1 


R 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


kjcl iime/ 
Method 


M+H* 


NMRData 


148 


V 




"ex 


8 


white 
foam 


570.16 


1.41 TTTTT1 

Method A 


57034 


'H NMR, 400Hz, (CDOa) 5 8.09 (d, 
IH, J=4.0HzX 8.02 (d, 2H, J=8.0Hz), 
7.64 (d, 2H, J=8.0Hz), 7.41. 736 (m, 
5H), 6.72 (d, IH, J=12.0Hz), 6.49 (t, 
IH, J=8.0Hz), 635 (a, br, IH), 5.87 
(s, br, IH), 4.80 (d, 1H, J^ieHzX 
430 (d, IH, J*=16Hz), 3.84 (m, 4H), 
3.55 (s, 2H), 3.46 (m, IH), 2.57 (m, 
4H), 1.89 (m, IH), 1.60 (m, 2H), 
0.98 (d, 3H, J-7.QHz), 0.95 (d, 2H, 
J=7.0Hz) 


149 


V 






8 


white 
solid 


542.15 


1.45 mm 
Method A 


542.24 


'HNMR, 400Hz, (CDOa) 6 7.70 (d, 
2H, J=8.0Hz\ 7.68 (d, 2H, J=8.0Hz), 
7.47 (d, 2H, J=8.0Hz), 738 (d, 2H, 
J-8.0Hz), 7.29-7.1 6 (m, 5H), 6.28 (s, 
br, 1HX 538 (s, br, IH), 432 (d, IH, 
J^ieHz), 4.42 (d, IH, J^=16HzX 
334 (a, 2H), 3.45 (m, IH), 2.62 (q, 
2H, J=7.0Hz), 1.89 (m, IH), 1.60 (m, 
2H), 1.08 (t, 3H, J=7.0Hz), 0.98 (d, 
3H, J=7.0Hz), 0.95 (d, 3H, J=7.0Hz) 


ISO 


V 




"XX 


8 


amber 
film 


528.12 


1.45 min 
Method A 


528.33 


'H NMR, 400Hz, (CDC1 3 ) 8 7.72 (d, 
2H, J=8.0Hz), 7.68 (d, 2H, J=8.0Hz), 
734 (d, 2H, J=8.0Hz), 737 (d, 2H, 
J=8.0Hz), 735-7.29 (m, 5H), 6.27 (s, 
br, IH), 5.37 (s, br, IH), 4.52 (d, IH, 
J«b=16Hz), 4.43 (d, IH, J^=16Hz), 
3.55 (s, 2H), 3.45 (m, IH), 2.17 (s, 
3H), 1 .89 (m, IH), 1 .60 (m, 2H), j 
0.98 (d, 3H, J=7.0Hz), 0.95 (d, 3H, 
J=7.0Hz) 



Ex. 
No. 


R 1 


R 1 


R 5 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


.151 


V 


-^n 1 

\^ ^ N ^^v^^ 




8 


clear 
glass 


542.15 


1.46 min 
Method A 


542.29 


'H NMR, 400Hz, (CDC1 3 ) 6 7.68 (d, 
2H, J=8.0Hz), 7.64 (d, 2H, J=8.0Hz), 
7.45 (d, 2H, J=8.0Hz), 739-7.26 (m, 
4H), 6.97 (d, IH, J=8.0Hz), 6.27 (s, 
br, IH), 5.38 (s, br, IH), 434 (d, IH, 
Jrt,=16Hz), 4.44 (d, IH, J^ieHz), 
3.43 (s, 2H), 3.25 (t, 1H. J=4.0Hz), 
2.77-2.69 (m, 4H), 2.40 (s, 3H), 1.94 
(m, IH), 1.60 (m, 2H), 0.97 (d, 2H, 
J=7.0Hz), 0.94 (d, 2H, J=7.0Hz) 


152 


V 




"a. 


8 


amber 
glass 


564.2 


1.22 min 
Method A 


564.32 


'H NMR, 400Hz, (CDC1 3 ) 6 7.69 (d, 
2H, J=8.0Hz), 7.59 (d, 2H, J=8.0Hz), 
739-733 (m, 4H), 6.21 (s, br, IH), 
5.34 (s,br, IH), 4.76 (d, IH, 
U-16Hz), 431 (d, IH, J^ieHz), 
337 (s, 2H), 2.69-235 (m, 6H), 
236-2.18 (m, 12H), 1.95 (m, IH), 
1.66-1.50 (m, 2H), 0.98 (d, 3H, 
J=7.0Hz), 0.94 (d, 3H, J=7.0Hz) 


153 


V 


O 


"a. 


5 


474.21 


white 
solid 


1.78 min 
Method C 


476.17 


'H NMR (CDa 3 , 400 MHz) 6 8.41 
(br s, 2H), 7.85 (dd, 2H, J= 2.0, 6.8), 
7.46(dd,2H,J=2.0, 6.8), 5.46(s, 
IH), 4^1 (dd, IH, J = 5.9, 8.8), 3.92 
(d, IH, 17), 3.77 (d, IH, J = 17), 
3^7-3.41 (m, 2H), 2.48-2.62 (m, 
6H), 1.80-1.90 (m, IH), 130-1.72 
(m, 3H), 1.35-1.49 (m, IH), 1.05 (t, 
6H, / = 7.1), 0.87 (d, 3H, J =6.4), 
0.85 (d, 3H,y=6.7). 



Ex. 
No. 


R 1 


R 2 


■K 


Reaction 
Scheme 


Appearance 


Cak. MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


154 


V 


■on 


*xx 


5 


while 
solid 


516.18 


1J3 mm 
Method A 


517.30 


'H NMR (CDQa, 500 MHz) 6 7.83 
(dd, 2H, 1.9, 6.8), 7.47 (dd, 2H, J 
= 2.0, 6.8), 731 (br s, 1H), 7.11 (br s, 
1H), 5.57 (bra. 1H),423 (dd, IH,./ 
-6.8, 8.4), 4.004.15 (m, 2H), 3.95 
(d, IH, J= 17), 3.83 (d, 1H, J m 17), 
2.93 (br s, 2H), 1.75-1.95 (m, 4H), 
1.60-1.75 (IH, 125-1.55 (m, 1H), 
1.25 (t, 5H, 7 = 7.7), 0.85 (d, 3H, 7 = 
63), 0.83 (d,3H,y= 6.3). 


155 


V 






1 -Method A 


white 
solid 


495.04 


1.88 min 
Method A 


495.1 


'H NMR (CDa 3 ) 5 7.62-7.59 (m, 
2H), 7.43-739 (m, 2H), 728-7.25 
(m, 2H), 722-7.19 (m, 2H), 622 (bs, 
1H). 529 (bs, 1H), 4.53-4.43 (m, 
2H), 4.42-4.37 (m, 1H), 4.16-4.07 
(m, 2H), 1.82-1.73 (m, 1H), 1.48 (d, 
3H, J=73Hz, isomer AX 1.47(d, 3H, 
J=7.3Hz, isomer B), 136-122 (m, 
2H), 121 (t, 3H, J=7.1Hz), 0.77 (d, 
3H, J=6.4Hz, isomerA), 0.77 (d, 3H, 
J=6.4Hz, isomerB), 0.65 (d, 3H, 
J=6.7Hz, isomerA), 0.65 (d, 3H, 
J=6.7Hz, isomerB). 


156 




^tx, 




1 -Method A 


white 
solid 


434.07 


1.57 min 
Method B 


(M+H) + 
435.1 


*H NMR (400 MHz, DMSO) 5 7.80 
(d, 2H, J=8.7), 7.66 (d, 2H, J=83), 
7.60 (m, 4H), 7.53 (s, 1H), 7.10 (s, 
1H), 4.80 (ABq, 2H, Ao=39.8, 
J*=172),430(t, 1H, >7.5), 1.60 
(m, 1H), 1.39.(m, 1H),0.71 (t, 3H, 
J=73). 



Ex. 
No. 


R» 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


157 








1 -Method A 


white 
solid 


391.08 


1.32 min 
Method B 


(M+H) + 
392.1 


'H NMR (400 MHz, DMSO) 8 7.8 1 
(d, 2H, J=8.7), 7.78 (d, 2H, J=8.4), 
7.62 (d, 2H, J=8.7), 7.57 (d, 2H, 
J=83, ), 7.52 (s, IH), 7.09 (s, 1H), 
4.80 (ABq, 2H, Ao=45.0, J«j,=17.6), 
428 (t, 1H, J-7.5, ), 1.58 (m, 1H), 
136 (m, 1H), 0.70 (t 3H, J=73). 


158 


V 


o 


U 


6 


white 
solid 


478.01 


1.53 min 
Method A 


478.17 


'H NMR (CDjOD, 300MHz) 8 7.80 
(ddd, 2H, J = 1 .9, 2.4, 8.7), 7.73 (d, 
2H, J= 8.3), 7.48-7.54 (m, 4H), 4.87 
(m, 1H), 4.79 (d, 1H, J = 1 6.0), 4.49 
(t, lH,y= 62), 2.81-2.87 (m, IH), 
125-1.43 (m, 3H), 0.83 (d, 3H, J = 
62), 0.77-0.83 (m, 2H), 0.63-0.66 
(m, 2H), 0.57 (d, 3H, J = 6.1). 


159 


V 


o 




6 


white 
solid 


496.03 


1 .50 min 
Method A 


496.21 


'H NMR (CDC1 3 , 300MHz) 8 7.70 
(d, 2H, y« 8.0), 7.68 (d, 2H, J = 8.6), 
7.46 (d, 2H, J= 8.6), 7.41 (d, 2H, J= 
8.1), 4.64 (d, lH,y= 15.9), 4.43 (d, 
lH,y^ 15.9), 430 (t IH, J = 6.8), 
3.63-3.66 (m, 2H), 3.55-3.58 (m, 
2H), 339 (s, 3H), 1.76-1.84 (m, IH), 
128-1.34 (m, IH), 1.05-1.11 (m, 
IH), 0.75 (d, 3H, J= 65), 0.66 (d, 
3H,7=6.7). 



Ex. 
No. 


R 1 




R 3 


Scheme 


Appearance 


CalcMW 


xvcL lime/ 
Method 


M+H* 


NMRData 


160 


V 


O 




6 


white 
solid 


551.15 


133 min 
Method A 


551.28 


l H NMR (CDOj, 500MHz) 8 7.72 
(d, 2H, J = 8.2), 7.67 (dd, 2H, 7 = 
2.0, 8.7), 7.44 (dd, 2H, J= 1.8, 8.6), 
739 (d, 2H,J = 8.2), 635 (br s, 1H). 
5.46 (brs, IH), 4.60 (d, 1H, J = 
15.9), 4.50 (d, 1H, ./ = 15.9), 431 (t, 
1H, /= 73), 3.54-337 (m, 2H), 
2.56-2.64 (m, 6H), 1.72-1.80 (m, 
3H), 1.28-134 (m, 1H), 1.13-1.16 
(m, 1H), 1.03 (t, 6H, 7.2), 0.74 
(d, 3H, J = 6.6), 0.61 (d, 3H. J= 6.6). 


161 


T 


H 




9 


white 
solid 


494.06 


1.51mm 


494.2 


•HNMR(CDCl 3 )67.69(d,2H, j 
J=7.0Hz), 7.45-7.47 (m, 4H), 730 (d, 
2H, J=8.0Hz), 7.12 (s, br, 1H), 6.25 
(s, br, 1H), 5.22 (s, br, 1H), 4.40 (dd, 
2H, J=50Hz, 15Hz), 4.25 (t, IH, 
J=7.4HzX 2.48-231 (m, 1H), 1.54- 
1.86 (m, 1H), 1.17-134 (m, 10H), 
0.75 (d, 3H, J=7.0Hz), 0.67 (d, 3H, 
J=7.0Hz). 


162 


V 




u 


9 


tan 

solid 


504.01 


1.52mm 
Method B 


504.1 


'H NMR (CDCfe) 68.10 (s, br, 1H), 
7.67 (d, 2H, J=7.0Hz), 7.58 (d, 2H, 
J=7.0Hz), 7.23-7.49 (m, 6H), 6.54- 
6.57 (m, lH), 6.27 (s, br, 1H), 530 
(s, br, 1H), 4.51 (dd,2H, J=50Hz, 
15Hz), 4.28 (t, 1H, J=7.4HzX 1.78- 
1.85 (m, 1H), 1.12-132 (m, 2H), 
0.75 (d, 3H, J=7.0Hz), 0.67 (d, 3H, 
J=7.0Hz). 




Ex. 
No. 




R 2 


R 3 


Reaction 
Scheme - 


Appearance 


CalcMW 


Ret. Time/ 
Method 


M+H* 


NMRData 


163 


V 


H 




9 


white 
solid 


451.98 


1.50min 
Method B 


450.18 

(M-m 


l H NMR (CDa 3 ) 6 7.67 (d, 2H, 
J=8.0Hz), 7.28-7.46 (m, 6H), 7.12 (s, 
br, IH), 6.24 (s, br, 1H). 5.19 (s, br, 
1H), 4.48 (dd, 2H, J=50Hz, 15Hz), 
4.27 (t, 1H, J-7.0Hz), 2.18 (s, 3H), 
1.80-2.01 (m, 1H), 1.12-132 (m, 
2H), 0.75 (d, 3H, J=7-0Hz), 0.67 (d, 
3H, J=7.0Hz). 


164 


V 


OPl « 




8 


white 
solid 


491.06 


1.31 min 
Method A 


491.24 


'H NMR, 400Hz, (CDC1 3 ) 6 7.69 (d, 
2H, J=8.0Hz), 7.64 (d, 2H, J=8.0Hz), 
7.51 (d, 2H, J=8.0Hz), 737 (d, 2H, 
J=8.0Hz), 6.25 (s, br, IH), 535 (s, 
br, 1H), 4.59 (d, 1H, J^ieHz), 436 
(d, IH, J^ieHz), 3.62 (s, 2H), 3.25 
(t, IH, J=6.0Hz), 235-2.48 (m, 7H), 
1.94 (m, IH), 1.60 (m, 2H), 0.97 (d, 
3H, J=7.0Hz), 0.94 (d, 3H, J=7.0Hz) 


165 


V 






8 


white 
solid 


520.14 


1.40 min 
Method A 


520.32 


'H NMR, 400Hz, (CDC1 3 ) 6 7.72 (d, 
2H, J=8.0Hz), 7.66 (d, 2H, J=8.0Hz), 
7.51 (d, 2H, J=8.0Hz), 737 (d, 2H, 
J=8.0Hz), 6.28 (s, br, IH), 539 (s, 
br, IH), 4.52 (d, IH. J*=l 6Hz), 4.43 
(d, 1H, J^=16Hz), 3.57 (s, 2H), 3.25 
(t, ia J=6-0Hz), 239 (t, 2H, 
J=8.0Hz), 230 (d, 2H, J=6.0Hz), 
2.01-1.90 (m, 1H), 1.68-1.49 (m, 
4H), 1.02 (m, 1H), 0.98 (d, 3H, 
J=7.0Hz), 0.94 (d, 3H, J=7.0Hz), 
0.89 (t 3H, J=8.0Hz), 0.44-031 (m, 
4H) 



o 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret. Time/ 
Method 


M+H* 


NMRData 


166 


T 


TXO 




8 


clear 
glass 


506.11 


1.41 mni 
Method A 


506.31 


•H NMR, 400Hz, (CDCfe) 6 7.73 (d, 
2H, J=8.0Hz), 7.65 (d, 2H, J=8.0Hz), 
7.44 (d, 2H, JMS.OHz), 738 (d, 2H, 
>=8.0Hz), 6.27 (s, br, IH), 539 (s, 
br, IH), 4.56 (d, IH, J^-lfiHz), 4.42 
(d, IH, Jrf,=16Hz), 3.45 (d, IH, 
J A =12Hz), 3.28 (d, IH, Jab=12HzX 
3.25 (t, IH, J=6.0Hz), 2.75 (m, 4H), 
2.0-1.53 (m, 7H), 135 (m, IH), 1.17 
(m, IH), 0.97 (d, 3H, J=7.0Hz), 0.94 
(d, 3H, J=7.0Hz), 0.87 (m, 3H) 


167 


V 


~€ucr 




8 


clear 
glass 


506.11 


1.42 min 
Method A 


50630 


*H NMR, 400Hz, (CDCIj) 6 7.71 (d, 
2H, J=8.0Hz), 7.65 (d, 2H, J=8.0Hz), 
7.43 (d, 2H, J=8.0Hz), 7.37 (d, 2H, 
J=8.0Hz), 6.26 (s, br, 1H), 5.40 (s, 
br, 1H), 4.56 (d, 1H, 1^=1 6Hz), 4.42 
(d, 1H, J^=16Hz), 3.48 (s, 2H), 3.25 
(t, IH, J=6.0Hz), 236-2.42 (m, 4H), 
1.93 (m, 1H), 1.89-1.48 (m, 6H)» 
1.34 (m, 1H), 0.98-0.93 (m, 9H) 



3 

I 



© 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


168 








8 


clear 
glass 


546.18 


1.46 min 
Method A 


546 35 


l H NMR, 400Hz, <CDC1 3 ) 5 7.72 (d, 
2H, J=8.0Hz), 7.65 (d, 2H, J= 8.0Hz), 
7.42 (d, 2H, J-8.0Hz), 7.38 (d, 2H; 
J=8.0Hz), 6.27 (s, br, 1H), 5.40 (s, 
br, 1H), 4.52 (d, IH, J*=16Hz), 4.43 
(d, IH, J*=16Hz), 3.45 (d, 1H, 
J^-12Hz), 3.28 (d, 1H, J^HHz), 3, 
25 (t, 1H, J=6.0Hz), 2.87 (in, IH), 
2.70-2.56 (m, 3H), 2.39 (m, IH), 
231-2.19 (m, 4H), 1.95 (m, IH). 
1.77 (m, IH), 1.68-1.59 (m, 2H), 
1.54-1.44 (m, 4H), 1.28 (m, 2H), 
0.98 (d, 3H, J=7.0Hz), 0.94 (d, 2H, 
J=7.0Hz) 


169 


V 






8 


clear 
glass 


508.13 


1.39 min 
Method A 


502.28 C 


'H NMR, 400Hz, (CDC1 3 ) 8 7.70 (d, 
2H, J=8.0Hz), 7.68 (d, 2H, J=8.0Hz), 
735 (d, 2H, J=8.0Hz), 738 (d, 2H, 
J=8.0Hz), 6.28 (s, br, 1H>* ^fs, 
bT,lH),4.57(d,lH,J^ J4.36 
(d, IH, Jrf,=16Hz), 338(s72H), 3.25 
(t, IH, J=6.0HzX 2.83 (m, 2H), 1.92 
(m, IH), 1.60 (m, 2H), 0.98 (d, 3H, 
J«7.0Hz), 0.94 (d, 3H, J=7.0Hz), 
0.84 (s, 6H), 0.82 (s, 6H) 



s 



H 

s 
£ 

I 



Ex. 
No. 


K 


n 2 

R 


_ 1 


Reaction 
Scheme 


Appearance 


Calc. MW 


Ret. Time/ 
Method 


M+H* 


NMR Data 


170 


V 






8 


clear 


494.1 


134 mia 
Method A 


494.26 


'H NMR, 400Hz, (CDCb) 8 7.69 (d, 
2H, W.OHz), 7.67 (d, 2H, J=8.0Hz), 
7.44 (d, 2H, J=8.0HzX 738 (d, 2H, 
J=8.0Hz), 6.27 (s, br, IH), 539 (s, 
far, 1H), 432 (d, 1H, J^lfiHz), 4.44 
(d, 1H, J^loHz), 3.40 (s, 2H), 335 
(t, 1H, J=6.0HzX 239 (s, 3H% li>4 
(m, 1HX 1.68-130 (m, 2H), 1.43 (m, 
2H), 130 (m, 2H), 0.98 (4 3H, 
J=7.0Hz), 0.94 (d, 3H, J=7.GHz), 
0.86 (t, 3H. J=7.0Hz) 


171 


V 






8 


clear 
glass 


508.13 


1.40 min 
Method A 


508.27 


'H NMR, 400Hz, (CDQj) 8 7.69 (d, 
2H, J=8.0Hz), 7.64 (d, 2H, J=8.0Hz), 
7.4-733 (m, 4H), 635 (s, br, 1H), 
535(s,br, lH),4.52(d,lH, 
J,6=16Hz), 4.43 (d, 1H, J rt =16Hz). 
3.46 (s. 2H), 335 (t, 1H, J=6.0Hz), 
2.62 (t, 2H, J=6.0Hz), 232 (q, 2H, 
J=»7.0Hz), 1.94 (m, 1H), 1.68-1.45 
(m, 4H), 1.29 (m, 2H), 1.02 (ti 3H, 

T— 7 nn?\ ft OS tA 1U t — n at_t_\ 

0.94 (d, 3H, J-7.0HZ), 0.88 (t, 3H, 
J=7.0Hz) 


172 






*tx 


8 


amber 

glass 


57532 


134 mm 
Method A 


57532 


'H NMR, 400Hz, (CD0 3 ) 5 7.72 (d, 
2H, J=8.0Hz), 739 (d, 2H, J=8.0Hz), 
739-733 (m, 4H), 635 (s, br, lH), 
536(s,br, 1H),4.53 (d, lH, 
J*=l6Hz), 439 (d, lH, J^=l6Hz), 
3.57 (s. 2H), 3.25 (t, lH, J=6.0Hz), 
2.62-232 (m, 9H), 1.94 (m, IH), 
l.68-l.50(m,2H), 1 .48-1 .20 (m, 
12H), 0.98 (d, 3H, J=7.0Hz), 0.94 (d, 
3H, J=7.0Hz) 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc. MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


173 




O 


"xx 


6 


white 
solid 


436.92 


1.52 min 
Method A 


437.16 


"H NMR (dmso-dfi, 300MHz) 6 7.85 
(d, 2H,y= 8.4), 7.82 (dd, 2H,J= 
1.8, 8.7), 7.61 (dd, 2H,y= 1.8, 8.7), 
7.54 (br s, 1H), 7.47 (d, 2H, J- 8.4), 
7.09 (br s, IH), 4.85 (d. 1H, J= 
17.4), 4.69 (d, lH,y= 17.1), 4.42 (t, 
lH,y=73), 1.40-1.48 (m. 1H). 
1.27-134 (m, IH), 0.42-0.47 (m, 
IH), 035-030 (m, 2H), 0.00-0.03 
(m, IH), -0.10- -0.07 (m, IH). 


174 


cr 




U 


1 -Method A 


off-white 
solid 


492.11 


2.13 min 
Method D 


M+Na 
514.95 


'H NMR (DMSO) 8 7.76 (d, 2H, 
J=6.8Hz), 7.61 (m, 6H), 7.44(s, br, 
IH), 7.13 (s, br, IH), 4.78 (dd, 2H, 
J=52Hz, 16Hz), 4.58 (t, IH, 
J=8.0Hz), 3.47 (d,2H, J=6.0Hz), 
0.88(s, 9H) 


175 


J 




"xx 


1 -Method A 


white 
solid 


449.12 


1.94 min 
Method D 


M+Na 
471.97 


'H NMR (DMSO) 8 7.77 (m, 4H), 
7.60 (m,4H), 7.45 (s, br, IH), 7.12 
(s, br, IH), 4.78 (dd,2H, J=56Hz, 
20Hz), 4.57 (t, IH, J=8.0Hz), 3.47 
(d,2H, J=6.0Hz), 0.88(5, 9H) 


176 


V 




"xx 


1 -solid 
support 




478.90 


1.86 
Method B 


479.02 




177 






XX 


I -solid 
support 




426.90 


1.82 
Method B 


449.02 
M+Na 


i 



Ex. 
No. 


R* 


R* 




Reaction 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H+ 


NMRData 


178 


V 


NC 


*TX 


1 -solid 
support 




496.00 


L81 
Method B 


496.06 




179 




p 




1 -solid 
snpport 




412.90 


1.72 
Method B 


413.04 




180 


V 


Us 

Me 


"a 


1 -solid 
support 




423.00 


1.86 
Method B 


445.02 
M+Na 




181 


V 




\x 


l-solid 
support 




501.10 


1.94 
Method B 


523.04 
M+Na 




182 


1 

V 


v 


^x 


l-solid 
snpport 




413.90 


1.53 
Method B 


414.05 




183 


1 

V 






support 




423.00 


1 DO 

Method B 


423.08 




184 






*TX 


1 -solid 
support 




467.00 


1.60 
Method B 


467.06 




185 


V 






l-solid 
support 




505.00 


1.89 
MethodB 


505.07 





Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


186 






*tx 


l-solid 
support 




478.90 


1.84 
Method B 


479.02 




187 


V 






l-solid 
support 




505.00 


1.93 
Method B 


505.06 




188 




v-Q 

CI 


^X 


1 -solid 
support 




429.40 


1.80 
Method B 


450.90 
M+Na 




189 






"a. 


l-solid 
support 




423.00 


1.89 
Method B 


423.09 




190 






U 


l-solid 
support 




425.00 


1.92 
Method B 


425.11 




191 


V 






l-solid 
support 




487.00 


1.91 
Method B 


487.04 




192 


V 






1 -solid 
support 




437.00 


1.95 
Method B 


459.05 
M+Na 




193 


V 




"XX 


l-solid 
support 




358.90 


1.67 
Method B 


381.07 
M+Na 





Ex- 
No. 


R« 






Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+rT 


NMR Data 


194 


V 






1-soUd 
support 




473.80 


1.86 
Method B 


472.9 




195 


V 




"xx 


1 -solid 
support 




430.9 


1.75 
Method B 


431.04 




196 


V 




*xx 


1 -solid 
support 




379.30 


1.65 
Method B 


400.98 




197 


V 




*xx 


1 -solid 
support 




421.00 


1.82 
Method B 


443.06 
M+Na 




198 


V 


^« 


*xx 


1 -solid 
support 




379.30 


1.64 
Method B 


400.99 




199 






"xx 


1 -solid 
support 




495.00 


1.95 
Method B 


494.98 




200 






"a. 


1 -solid 
support 




465.10 


2.05 
Method B 


487.10 
M+Na 




201 




MeO 




1-solid 
support 




483.00 


1.72 
Method B 


483.04 





Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+lT 


NMR Data 


202 




CI 


*XX 


1-solid 
support 




463.80 


1.91 
Method B 


486.96 
M+Na 




203 








1-solid 
support 




430.90 


1.77 
Method B 


431.04 




204 


V 




"xx 


1-solid 
support 




409.00 


1.79 
Method B 


409.07 




205 


V 


F»CO 


*tx 


1-solid 
support 




462.90 


1.81 
Method B 


463.04 




206 


V 






1 -solid 
support 




423.00 


1.86 
Method B 


423.10 




207 


V 






1-solid 
support 




491.80 


1.88 
Method B 


492.91 




208 


V 




"xx 


1-solid 
support 




409.00 


1.78 
Method B 


431.04 
M+Na 




209 


V 




"a. 


1-solid 
support 




419.9 


1.58 
Method B 


442.04 
M+Na 





Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


210 


Y 






1 -solid 
support 




344.90 


1.56 
Method B 


367.05 
M+Na 


- 


211 


V 


FjCO 




1 -solid 
support 




480.90 


1.87 
Method B 


481.02 




212 


Y 


F 




1 -solid 
support 




43050 


1.76 
Method B 


453.02 




213 




OMs 

bate 


"a. 


1 -solid 
support 




455.00 


1.71 
Method B 


455.07 




214 






^x 


1 -solid 
support 




515.00 


1.91 
Method B 


515.09 




215 




F CI 




1 -solid 
support 




447.40 


1.82 
Method B 


468.99 
M+Na 




216 






*tx 


1 -solid 
support 




480.90 


1.80 
Method B 


481.00 




217 








1 -solid 
support 




402.90 


1.600 
Method B 


403.12 





Ex. 
No. 


R 1 


R 2 


R s 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


218 


Y 






1 -solid 
support 




429.40 


1.78 
Method B 


429.04 




219 


Y 


F 


*TX 


l-solid 
support 




448.90 


1.78 
Method B 


471.00 




220 


Y 


AS 


^x 


1 -solid 
support 




430.90 


1.75 
Method B 


453.03 




221 


Y 






l-solid 
support 




480.90 


1.85 
Method B 


503.00 
M+Na 




222 


Y 




^x 


l-solid 
support 




445.00 


1.87 
Method B 


467.06 
M+Na 




223 


Y 


y 


*tx 


l-solid 
support 




453.00 


1.62 
Method B 


453.03 




224 


Y 




"a. 


l-solid 
support 




453.00 


1.63 
Method B 


453.05 





Ex. 
No. 


R 1 


R 2 


R 5 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


225 


V 

1 






1 -solid 
support 




416.00 


1.53 
Method B 


416.04 




226 


1 






1 -solid 
support 




401.90 


1.45 
Method B 


401.96 




227 








1 -solid 
support 




395.90 


1.12 
Method B. 


396.01 




228 


V 




*KX 


1 -solid 
support 




358.90 


1.62 
Method B 


381.01 
M+Na 




229 


V 




**x 


I -solid 
support 




439.00 


1.80 
Method B 


460.97 
M+Na 




230 




J 


^x 


1 -solid 
support 




424.90 


1.72 
Method B 


425.03 




231 




^ a 


*XX 


1 -solid 
support 




463.80 


1.85 
Method B 


464.90 




232 


V 


^0/ 


"a. 


1 -solid 
support 




456.90 


1.64 
Method B 


456.02 





Ex. 
No. 




R 2 


R' 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


233 


V 




*<X 


1 -solid 
support 




447.40 


1.78 
Method B 


468.92 
M+Na 




234 


f 




*TX 


1-Method A 


white 
solid 


419.11 


1.91 min 
Method F 


(M+Na)* 
442.0 


l H NMR (400 MHz, DMSO) 8 7.82 
(d, 2H, J=8.7), 7.80 (d, 2H, J=8.4), 
7.62 (d, 2H, J=8.7), 7.59 (d, 2H, 
J=8.3, ), 7.51 (s, 1H), 7.07 (s, 1H), 
4.81 (ABq, 2H, Au=38.0. J^n.5), 
4.31 (t, 1H, J=6.7), 1.54 (m, 1H), 
1.29 (m, 1H), 1.03 (m, 3H), 0.85 (m, 
1H), 0.66 (t, 3H, J=6.9). 


235 


f . 


^cx, 


"XX 


1-Method A 


white 
solid 


462.10 


2.13 min 
Method F 


(M+Na)* 
485.0 : 


'H NMR (400 MHz, DMSO) 8 7.81 
(4 2H, J=8.7), 7.69 (d, 2H. J=8.3), 
7.61 (m, 4H), 7.51 (s, 1H), 7.07 (s, 
1H), 4.82 (ABq, 2H, Au=31.9, 
J«bf 17.1), 4.32 (t, 1H, J=83), 1.53 
(fn, 1H), 1 Jl (m, 1H), 1.05 (m, 3H), 
0.88 (m, 1H), 0.63 (t, 3H, J=6.8). 


236 


V 


A, 


*XX 


1 -solid 
support 


white 
solid 


530.92 


1.92 
Method B 


530.99 




237 


V 




*tx 


1 -solid 
support 


white 
solid 


416.93 


1.61 
Method B 


417.07 




238 


V 


/=\ COOH 

fin 


*XX 


1-solid 
support 


white 
solid 


466.99 


1.62 
Method B 


467.06 





Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret. Tone/ 
Method 


M+lT 


NMRData 


239 




a 


*tx 


1 -solid 
support 


white 
solid 


379.13 


1.62 


40058 
M+Na 




240 






Ax 


1 -solid 
support 


white 
solid 


395.91 


1.13 


396.01 




241 






*tx 


8 


Ember 
glass 


592.29 


1.69 min 
Method A 


59239 


'H NMR, 400Hz, (CDClj) 6 7.72 (d, 
2H, J=8.0Hz), 7.65(d, 2H, J=8.0Hz), 
7.43(d, 2H, J=8.0Hz), 737(d, 2H, 
J=8.0Hz), 6.27 (s, br. IH), 5.40 (s, 
br, IH), 4.56 (d, IH, J A =16Hz), 4.40 
(d, IH. Snrl6Hz), 3-56 (s, 2H), 3.25 
(t, IH, J=6.0Hz), 2.40 (t, 4H, 
J=6.0Hz), 155 (m, IH), 1.68-1J2 
(m, 2H), 1.42 (q, 4H, J=6.0Hz), 1.28- 
1.22 (m, 12H), 0.98 (d,3H, 
J=7.0Hz), 0.88 (t, 6H, J=6.0Hz) 


242 






*tx 


8 


amber 
glass 


648.4 


1.88 min 
Method A 


648.43 


'H NMR, 400Hz, (CDClj,) 6 7.71 (d, 
2H, J=8.0Hz), 7.64 (d, 2H, J=8.0Hz), 
7.43 (d, 2H, J=8.0Hz), 7.37 (d, 2H, 
J=8.0Hz), 6.27 (s br, IH), 5.40 (a, br, 
IH), 4.56 (d, IH, J,b=16Hz), 4.40 (d, 
IH, J^=16Hz), 3.56 (s, 2H), 3.25 (t, 
IH, J=6.0Hz), 2.47 (t, 4H, J=6.0Hz), 
1.95 (m, IH), 1.68-1.50 (m, 2H), 
1.43-1.14 (m, 14H), 0.98 (d, 3H, 
J=7.0Hz), 0.94 (d, 3H, J=7.0Hz), 
0.88 (t, 6H, J=6.0Hz) 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


243 


V 




"tX 


9 


clear 
glass 


524.08 


1.35 min 
Method A 


542 25 


l H NMR, 400Hz, (CDC1 3 ) 5 7.69 (d, 
2H, J=8.0Hz), 7.64 (d, 2H, J=8.0Hz), 
7.50 (d, 2H, J^S.OHz), 7.38 (d, 2H, 
J=8.0Hz), 6.25 (s, br, IH), 534 (s, 
br, IH), 4.70 (d, IH, J A =16Hz), 4.48 
(d. IH, J^ieHz), 
4.24-4.08 (m, 4H), 3.42 (s, 2H), 3.25 
(t, lH,J=6Hz), 2.51 (s, 3H), 
1.94 (M, IH), 1.68-1.54 (ra, 2H), 
1.22 (t, 3H, J=6.0Hz), 0.98 (d, 3H, 
J=7.0Hz), 054 (d, 3H, J=7.0Hz) 


244 


V 






6 


white 
solid 


565.14 


1.29 min 
MethodB 


564.99 


'H NMR (CDC1 3 , 300MHz) 6 8.12 
(br s, 1H), 7.77 (d, 2H, J = 8.8), 7.70 
(d, 2H, J= 8.6), 7.47 (d, 2H, J = 8.4), 
7.45 (d, 2H, J - 8.0), 6.25 (br s, IH), 
531 (brs, IH), 4.66 (d, 1H,7 = 
15.7), 438 (d, IH, J = 15.8), 4.27 (t, 
IH, 7=7.1), 3.51-3.89 (m, 4H), 
235-2.74 (m, 4H), 1.78-1.88 (m, 
2H), 1.40-1.65 (m,4H), 1.24-1.32 
(m, 2H), 1.03-1.10 (m, IH), 0.74 (d, 
3H, J= 6.5), 0.65 (d, 3H, J = 6.6). 


245 


V 


0 


^x 


6 


white 
solid 


437.95 


1.36 min 
Method B 


438.20 


'H NMR (CDC1 3 , 300MHz) 8 7.72 
(dd, 2H, J= 83), 7.69 (dd, 2H, J = 
1.9, 8.7), 7.46 (dd, 2H,./= 1.8. 8.7), 
7.44 (d, 2H, J = 8.6), 6.21 (br s, IH), 
5.98 (br s, IH), 5.88 (br s, IH), 5.39 
(brs, lH),4.66(d, lH,y=15.7), 
4.41 (d, IH, J - 15.9), 4.29 (t, IH, 7 
-6.5), 1.77-1.87 (m, IH), 1.25-136 
(m, IH), 1.03-1.1 1 (m, IH), 0.75 (d, 
3H, 6.6), 0.65 (d, 3H, J = 6.6). 



Ex. 
No. 


R' 




R 3 


Reaction 
Scheme 


Appearance 


CalaMW 


Ret Time/ 
Method 


M+fT 


NMRData 


246 


V 




*xx 


6 


white 
solid 


549.14 


134 min 
Method B 


549.00 


H NMR (CDClj, 300MHz) 5 7.82 
(d,2H, 7=7.8), 7.67 (dd,2H,y = 
2.0, 8.7), 7.40-7.46 (m. SB), 622 (hr 
s, 1H), 5.23 (brs, 1H),4.61 (d, 1H.7 
= 15.9), 4.42 (d, 1H, J - 15.7), 4.28 
(t. 1H. 7 = 7.2), 3.60-3.69 (m, 2H), 
2.45-2.83 (m, 6H), 1 .40-1 .85 (m, 
7H), 1.24-135 (m, 1H), 1.05-1.14 
(m, 1H), 0.75 (d. 3a J" 6.5). 0.66 
(d,3H,y- 6.6). 


247 


V. 


o 




6 


white 
solid 


524.11 


1.61 min 
Method B 


523.94 


*H NMR (CDCl 3l 300MHz) 5 7.68 
(d, 2H, J = 8.4), 7.46 (d, 2H, J = 8.4), 
739 (d, 2H, J= 8.1), 729 (d, 2H, y= 
8.1), 6.20 (hr s, 1H), 5.24 (br s, 1H), 
4.60 (d, 1H, J - 15.8), 4.44 (d, 1H, / 
- 15.9), 430 (t, 1H, y - 6.9), 3.70- 
4.05 (br m, 4H), 2.45-2.60 (m. 4H), 
1.73-1.80 (m, 1H), 1.28-135 (m, 
1H), 1.05-1.14 (m, 1H), 0.76 (d, 3H, 
J = 6.5), 0.66 (d, 3R > J= 6.6). 


248 


r 7 






2 


red 
solid 


466.00 


1.48 min 
Method B 


466.2 


'H NMR (CDC1 3 ) 5 7.65 (d, 2H, 
J=7.0Hz), 7.41 (d. 2H, J=7.0Hz). 
7.20 (d, 2H, J=8.8Hz), 6.79 (d, 2H, 
J=8.8Hz), 6.23 (s, br, 1H), 5.20 (s, 
br, 1H), 4.32 (dd, 2H, J=50Hz, 
15Hz), 4.19-4.27 (m, 1H), 3.84-3.87 
(m,4H), 3.12-3.16 (m,4H), 1.91- 
1.95 (m, 1H), 1.35-1.39 (m, 1H), 
0.92-1.06 (m, 2H), 0.74 (t, 3H, 
j=8.0Hz). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc. MW 


Ret. Time/ 
Method 


M+H+ 


NMRData 


249 


? 




"a. 


2 


yellow 
solid 


479.05 


1.18mm 
Method B 


479.02 


'H NMR (CDC1 3 ) 6 7.63 (d, 2H, 
J=8.0Hz), 7.40 (d, 2H, J=8.0Hz), * 
7.19 (d, 2H, J=8.8Hz), 6.78 (d, 2H, 
J=8.8Hz), 6.25 (s, br, 1H), 5.21 (s, 
br, 1H), 436 (dd, 2H, J~50Hz, 
15Hz), 4.20-4.27 (m, 1H), 3.28-335 
(m, 4H), 2.69-2.76 (m, 4H), 2.48 (s, 
3H), 1.93-1.97 (m. 1H), 135-139 
(m, 1H), 0.90-1.07 (m, 2H), 0.72 (t, 
3H, J=8.0Hz). 


250 


? 






2 


tan 
solid 


474.03 


1.92min 
Method B 


474.2 


'H NMR (CDCb) 8 7.68 (d, 2H, 
J=8.8Hz), 7.43-7.45 (m, 4H), 7.12 (d, 
2H, J=8.8Hz), 6.78 (d, 2H, J=8.8Hz), 
6.19 (s, br, 1H). 5.18 (s, br, 1H), 4.56 
(dd, 2H, J=50Hz, 15Hz), 4.21-430 
(m, 1H), 2.01 (s, 6H), 1.93-1.97 (m, 
1H), 1.35-139 (m, 1H), 0 «*M «7 
(m, 2H), 0.72 (t, 3H, J=8/ J . f 


251 


V 


O 


^x 


6 


white 
solid 


482.00 


2.01 min 
Method B 


479.07 


l H NMR (CDCI3, 300MHz) 6 7.67 
(ddd, 2H, /= 1.9, 2.4, 8.7), 7.58 (d, 
2H, J- 8.1), 7.43 (ddd, 2H, J= 1.5, 
2.4, 8.7), 7.37 (d, 2H, J= 8.2), 6.30 
(br s, 1H), 5.70 (br s, 1H), 4.62 (o\ 
1H, 7 - 15.9), 4.46 (d, 1H, J= 15.9), 
4.32 (t, 1H, y « 73), 3 J 1 (s, 3H), 
332 (s, 3H), 1.73-1.80 (m, 1H), 
1.28-135 (m, 1H), 1.05-1.14 (m, 
1H), 0.74 (d, 3H, y = 6.5). 0.61 (d, 
3H,y=6.6). 



Ex. 
No. 


R 1 


R a 


R 3 


Scheme 


Appearance 


Cak.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


252 


V 


OOOEt 


NX 


1 -Method A 


white 
solid 


466.98 


1.92 min 
Method A 


467.2 


'H NMR (CDClj) 6 7.92 (d, IH, 
J=8.0Hz), 7.79 (A of ABq, 2H, 
J=8.8HzX 7.72 (d, IH, J=7.7Hz), 
7.50 (B of ABq, 2H. J=8.8Hz), 731 
(t, IH, J=7.7Hz), 6.29 (bs, 1H), 5.21 
(bs, IH), 5.02 (s. 2H), 4.35 (q, 2H, 
J=7.0Hz), 4.27 (dd, IH. J=8.6, 
5.5Hz), 1.88-1.78 (m, IH), 1.39 (t, 
3H, J=7.0Hz), 137-1.29 (m, 1H), 
1.02-0.93 (m, IH), 0.75 (d, 3H, 
J=6.6HzX 0.66 (d, 3H, J=6.6Hz). 


253 


V 




U 


1 -Method A 


white 
solid 


481.01 


1.81 min 
Method A 


481.2 


'H NMR (CDdj) 8 7.67(A of ABq, 
2H, J=8.8Hz), 7.44 (B of ABq, 2H, 
J=8.8Hz), 7.27-7.15 (m, 3H), 6.24 
(bs, 1H), 5.26 (bs, IH), 4.55 (A of 
ABq, 1H, J= 15.4Hz), 4 39 (B of 
ABq, IH, J-15.4Hz), 
4.29 (t, IH, J=7.0Hz), 4.15 (q, 2H, 
J=7.2Hz), 1.87-1.78 (m, 1H), 137- 
1.29 (m, IH), 1.26 (t, 3H, «=7.2Hz), 
l _t4-i .13 (m, IH), O./o (a, iH, 
J=6.2Hz), 0.67 (d, 3H, J=6.6Hz). 


254 


V 






10 


white 
solid 


438.98 


1.20 
Method B 


439.05 


'H NMR (CDC1 3 ) TFA salt 6 8.04 
(s, IH), 8.03 (d, IH, J= 9.80Hz), 7.76 
(d, 2H, J=7.6 Hz), 7.54 (d, 2H, J=7.6 
Hz), 6.83 (d, IH, JN9.8 Hz), 6.62 (br 
s. IH), 6.40 (br s, IH). 4.64 (d, IH, 
J=15.9 Hz), 4.29 (m, IH), 4.18 (d, 
IH, J=15.9 Hz), 330 (s, 6H), 1.84 
(m, IH), 1.29 (m, IH), 0.93 (m, IH), 
0.77 (d, 3H, J=6.5Hz), 0.72 (d, 3H, 
J=6.5Hz) 



Ex. 
No. 


R" 


*R 3 . 




Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+rT 


NMRData 


255 


V 




"a. 


1-Method A 


light 
orange 
residue 


450.14 


2.02 min 
Method E 


450.98 


'H NMR (DMSO) 6 7.78 (d, 2H, J 
=8.4Hz), 7.58 (d, 2H, J =8.8Hz), 7.47 
(s, br, IH), 7.29 (d, 2H, J =8.8Hz), 
7.00 (s br, IH), 6.87 (d, 2H, J 
=8.8Hz), 6.03 (m, IH), 5.32 (dd, 2H, 
J-12HZ, 56Hz), 4.63 (m, 4H), 5.32 
(dd, 2H, J-12Hz, 56Hz), 4.35 (m, 
IH), 1 33 (m, 3H), 0.80 (d, 3H, 
J=6.0Hz), 0.50 (d, 3H, J=6.0Hz), 


256 


V 






7 


white 
solid 


548.22 


1.87 min 
Method A 


549.00 


'H NMR (CDa 3 , 500MHz), 5 7.71 
(d, 2H, J= 8.6), 7.71 (d, 2H, J = 8.9), 
7.15-7.35 (m, 5H), 6.64 (s, IH), 5.86 
(s, lH),4.15(dd, IH, J = 5.2, 9.5). 
3.88 (d, IH, J « 13), 3.76 (d, IH, J = 
13), 3.46 (t, 2H, /= 6.7), 3.21-3.29 
(m, IH), 2.97 (dd, IH, 7=4.6, 14), 
2.65-2.85 (m, 4H), 1.75-1.95 (m, 
3H), 1.00-130 (m, 5H), 0.75-0.80 
(m, IH), 0.72 (d, 3H, 7= 6.7), 0.67 
(d, 3H,J=6.7). 


257 


V 






7 


white 
solid 


520.19 


1.74 min 
Method A 


521.31 


'H NMR (CDC1 3 , 500MHz) 5 7.72 
(d, 2^ 8.8), 7.51 (d, 2H, J = 8.8), 
733 (d, 2H, y = 7.6), 7.28 (d, 2H, J = 
7.6), 7.03 (t lH,J = 73),6.67(s, 
IH), 5.42 (s, IH), 3.97-4.22 (m, 3H), 
3.27-335 (m, IH), 2.78-3.02 (m, 
3H), 1.83-1.99 (m, 3H), 1.09-1.42 
(m, 4H), 0.75-0.82 (m, IH), 0.74 (d, 
3H J= 6.4), 0.67 (d, 3H,y = 6.7). 



Ex. 
No. 


R 


R J 


R 3 




Appearance 


CalcMW 


kjcl inner 
Method 


M+H+ 


NMRData 


258 


V 






7 


white 
solid 


526.24 


1.81 mm 
Method A 


52734 


*H NMR (CDClj, 500MHz) 6 7.73 
(d, 2H, J = 85), 731 (d, 2H, 85), 
6.65 (s, 1H), 537 (s, 1H), 4.15 (dd, 
IH, 7- 5.1, 63), 3.92 (d, IH, J** 
12), 3.82 (d, IH, 14), 337-3.67 
(m, IB), 3.26 (dd, IH, y = 10, 14), 
2.98 (dd, 1H, J =43, 14), 2.74 (q, 
2H, J= 12, 24), 1.80-1.97 (m, 5H), 
1.64-1.72 (m, 3H), 1.00-1.43 (m, 
10H), 0.75-0.82 (m, IH), 0.73 (d, 
3H, J = 6.4), 0.67 (d, 3H, 6.7). 


259 


V~ 






7 


white 
solid 


548.22 


1.78 min 
Method A 


549.32 


*H NMR (CDC1 3) 500MHz) 6 7.71 
(d, 2H, J = 8.2), 730 (d, 2H, J = 8.5), 
730 (d, 4H, J = 43), 12.0-125 (m, 
IHX 6.65 (s, IH), 5.74 (s, 1H), 459 
(t, IH, J = 7.02), 4.70-4.77 (m, IH), 
4.10-4.25 (m, IH), 4.00 (d, IH, 7 - 
13), 3.90 (d, IH, J= 13), 3.15-335 
(m, IH), 2.90-3.00 (m, IH), 2.60- 
2.75 (m, 2H), 130-1.95 (m, 5H), 
1.46 (d, 3H, J = 6.7), 1.00-130 (m. 
2H), 0.75-0.83 (m, IH), 0.73 (d, 3H, 
J = 6.4), 0.67 (d, 3H, J = 6.4). 



Ex. 
No. 


R« 




R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret. Time/ 
Method 


M+H* 


NMRData 


260 


■\/v 

V 






7 


white 
solid 


588.18 


1.90 min 
Method A 


589.25 


'H NMR (CDCI3, 500MHz) 6 7.73 
(d, 2H, J= 8.9), 7.62 (d, 4H, J = 8.6), 
7.45 (d, 2H, 8.5), 6.67 (s, IH), 
6.52 (s, IH), 4.45 (s, IH), 4.16 (dd, 
IH, J = 5.2, 9.8), 4.12 (d, IH, J- 
12), 4.03 (d, IH, J - 14), 3.80 (dd, 
1H.7- 10, 14), 3.00 (dd, IH, J = 
4.5, 14), 2.84-2.92 (m, 2H), 1.85- 
2.00 (m, 3H), 1.69 (d, IH, J = 12), 
1.10-135 (m, 3H), 0.75-0.82 (m, 
IH), 0.74 (d, 3H, y= 6.7), 0.68 (d, 
3H, 7=6.7). 


261 




vO H 


^X 


7 


white 
solid 


554.14 


1.86 min 
Method A 


555.24 


'H NMR (CDClj, 500MHz) 6 7.73 
(d, 2H, J« 8.6), 7.52 (d, 2H,J = 8.9), 
7.45 (s, IH), 7.18 (d, 2H,J= 6.7), 
6.95-7.02 (m, IH), 6.65 (s, IH), 6.50 
(s, IH), 5.50 (s, IH), 4.16 (dd, IH, J 
= 5.2, 9.5), 4.08 (d, IH, J = 15), 3.99 
(d, IH, J= 14), 330 (dd, IH, J = 10, 
15), 2.99(dd, IH, J=4.5, 15), 2.80- 
2.92 (m, 2H), 1.80-2.00 (m, 3H), 
1.67(d, lH,y=13), 1.05-1.40 (m, 
4H), 0.75-0.80 (m, IH), 0.74 (d, 3H, 
J = 6.7), 0.68 (d, 3H, J =* 6.7). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


262 


V 


o 


U 


7 


white 
solid 


592.21 


1.86 nun 
Method A 


593.30 


'H NMR (CDCH, 500MHz) 6 7.96 
(d. 2H, /= 8.9), 7.73 (d, 2H, J= SS\ 
7.51 (d, J= 8.6), 7.42 (d, 2H, J = 
8.6), 6.65 (s, 2H), 5.45 (s, 1H), 4.83 
(q, 2H, J- 7.0), 4.16 (dd, 1H,7 = 
5.2, 9.8), 4.U (d, IH,J = 13), 4.03 
(d, 1H, J= 13), 330 (dd, 1H, J = 10, 
14),3.00(dd, 1H, .7 = 4.2, 14), 2.81- 
2.95 (m, 2H), 1.84-2.01 (m, 3H), 
1.68 (d, lH,y= 13), 137 (t, 3H,y = 
73), 1.08-134 (m, 4H), 0.76-0.82 
(m, 1H), 0.74 (d, 3H, J = 6.7), 0.68 
(d, 3H, 7=6.7). 


263 


V 


o 




7 


white 
solid 


530.20 


2.18 min 
Method C 


531.11 


'H NMR (CDC1 3 , 500MHz) 6 7.73 
(d, 2H, J = 8 J), 7.5 1 (d, 2H, J = 8.6), 
6.67 (s, 1H), 5.41 (s, 1H), 4.97 (s* 
1H). 4.20 (q, 2H, J = 7.0), 4.15 (dd, 
1H, 7- 5.1, 9.5), 3.90-4.04 (m, 4H), 
3.26 (dd, 1H, J = 10, 14), 2.99 (dd, 
1H, 7 = 4.5, 14), 2.70-2.82 (m, 2H), 
1.80-1.95 (m, 3H), 1.28 (t, 3H, J = 
73), 1.05-1.25 (m, 3H), 0.75-0.80 
(m, 1H), 0.72 (d, 3H, J = 6.7), 0.67 
(d.3H,y=6.4). 


264 


V 






1 -Method A 


white 
solid 


462.96 


1.47 
Method B 


462.98 


'H NMR (CDC1 3 ) 8 7.81 (d, 2H, 
J=8.4Hz), 7.75 (d, 2H, J=8.0Hz), 
7.55 (d, 2H, J=8.4Hz), 7.5 (d, 2H, 
J=8.0Hz), 6.86 (s, 1H)» 6.44 (s, 1H), 
4.96 (d, 1H, J=I5.6Hz), 436 (dd, 1H, 
J=5.6Hz, 6.0HzX 1.99 (m, 1H), 1.29 
(m, 1H), 1.06 (m, 1H), 0.77(d, 3H, 
J=6.8Hz), 0.74 (d, 3H, J=6.8Hz). 



Ex. 
No. 


R« 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


265 








1 -Method A 


white 
solid 


481.01 


1.81 min 
Method A 


481.3 


'H NMR (CDCI3) 5 7.61 (A of ABq, 
2H, J=8.8Hz), 7.42 (B of ABq, 2H, 
J=8.8Hz), 7.27 (A of ABq, 2H, "* 
J=8.4Hz), 7.19 (B of ABq, 2H, 
J=8.4Hz), 6.21 (bs, 1H), 
5.19 (bs, 1H), 4.52 (A of ABq, 1H, 
J=15.5Hz, 1H), 4.39 (B of ABq, 1H, 
J=15.5Hz, 1H), 430 (t 1H, 
J-7.3Hz), 4.14 (q, 2H, J=-7.1Hz), 
3.58 (s, 2H), 1.86-1.76 (m, 1H), 
136-1.27 (m, 1H), 1.14 (t, 3H, 
J=7.1Hz), 1.23-1.13 (m, 1H), 0.76 (d, 
3H, J=6.2Hz), 0.66 (d, 3H, J=6.6Hz). 


266 


V 






8 


white 
foam 


570.16 


1.17 min 
Method A 


57039^ 


'H NMR, 400Hz, (CDC1 3 ) 8 8.21 (d, 
2H, J=4.0Hz), 8.02 (d, 2H, J=8.0Hz), 

7.59 (d, 2H, J=8.0Hz), 7.39-733 (m, 
4H), 6.83 (d, 2H, J=4.0Hz), 6.23 (s, 
br, 1H), 534 (s, br, 1H), 4.*0 f \lH, 
U=16Hz) ? 4.39 (d, 1H, J ^ z), 
3.57 (s, 2H), 3.27-3.15 (m75H), 
2.58-2.45 (m, 4H), 1.94 (m, 1H), 

1.60 (m, 2H), 0.98 (d, 3H, J=»7.0Hz), 
0.94 (d, 3H, J-7.0Hz) 


267 


V 






8 


white 
foam 


508.08 


1.28 min 
Method A 


508.21 


l H NMR, 400Hz, (CDClj) B 7.69 (d, 
2H, J=8.0Hz), 7.63 (d, 2H, J=8.0Hz), 
7.43-736 (m, 4H), 6.27 (s, br, 1H), 
539 (s, br, 1H), 4.59 (d, 1H, 
Jrf,=16Hz), 436 (d, 1H, U=l 6Hz), 
2.83 (m, 1H), 2.41 (m, 2H), 2.18 (m, 
1H), 1.95 (m, 1H), 1.85 (m, 1H), 
1.76-1.52 (m, 5H), 0.98 (d, 3H, 
J=7.0Hz), 0.94 (d, 3H, J=7.0Hz) 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scfctemc 


Appearance 


CalcMW 


Ret Time/ 
Method 


M-HT 


NMRData 


268 


V. 




^-^ CI 


8 


white 
foam 


508.08 


1.26 min 
Method A 


508.18 


r H NMR, 400Hz, (CDC1 3 ) 6 7.72 (d, 
2H, J=8.0Hz), 7.65 (d, 2H. J=8.0Hz), 
7.45 (d, 2H, J=8.0Hz), 738 (d, 2H, 
J=8.0Hz), 6.27 (s, br, 1H), 539 (s, 
br, 1H), 4.59 (d, 1H, J*=16Hz), 436 
(d, 1H, J^ieHz), 3.77 (m, 1H), 3.47 
(s, 2H), 3.25 (t, 1H, J=6.0HzX 2^0 
(m, 4H), 1.95 (m, 1H), 1.77-1.50 (m, 
6H), 0.98 (d. 3H, J=7.0Hz), 034 (d, 
3H, J=7.0Hz) 


269 


1 






8 


white 
foam 


437.99 


1 .28 mm 
Method A 


438.16 


*H NMR, 400Hz, (CDCy 6 7.71 (d, 
2H, J-8.0HZ), 7.66 (d, 2H, J=8.0Hz), 
7.43 (d, 2H, J=8.0Hz), 737 (d, 2H, 
J=8.0Hz), 635 (s, br, 1H), 5.87 (s, 
bx, 1H), 4.76 (d, 1H, J A =16Hz), 430 
(d, 1H, J*=l6Hz), 334 (s, 5H), 3.25 
(t 1H, J=6.0HzX 1.94 (m, 1H), 1.60 
(m, 2H), 1.18 (s, br, NH), 0.98 (d, 
3H, >»7.0Hz), 0.94 (d, 3H, J=7.0Hz) 


270 


V 






8 


white 
solid 


468.02 


1.28 min 
Method A 


468.16 


'H NMR, 400Hz, (CDdj) 8 7.72 (d, 
2H, J-8.0HZ), 7.67 (d, 2H, J=8.0Hz), 
738 (d, 2H, J=8.0Hz), 7. 33 (d, 2H, 
J=8.0Hz), 635 (s, br. 1H). 5.85 (s, 
or, 1H), 4.24-4.12 (m, 4H), 3.67 (s, 
2H), 3.24 (t, 1H, J=6.0Hz), 3.06 (t, 
2H, J=6.0Hz), 2.60 (s, br, NH), 1.95 
(m, 1H), 1.68-1.52 (m, 2H), 0.98 (d, 
3H, J=7.0Hz), 0.94 (d, 3H, J=7.0Hz) 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc. MW 


Ret Time/ 
Method 


M+H* 


NMRData 


271 


V 






8 


clear 
glass 


482.05 


1.31 min 
Method A 


482.18 


'H NMR, 400Hz, (CDClj) 8 7.79 (d, 
2H, J=8.0Hz), 7.69 (d, 2H, J=8.0Hz), 
738 (d, 2H, J=8.0Hz), 7.33 (d, 2H, 
J=8.0Hz), 635 (s, br, 1H), 5.85 (s, 
br, 1H), 4.60 (d, 1H, 1^=1 6Hz), 4.43 
(d, 1H, U=I6Hz), 3.67 (s, 2H), 3.61 
(t 2H, J=6.0Hz), 335 (s, 3H), 3.29- 
3.24 (m, 3H), 1.94 (m, 1H), 1.62 (m, 
2H), 0.98 (d, 3H, J=7.0Hz), 0.94 (d, 
3H, J=7.0Hz) 


272 


V 


o 1 




9 


white 
solid 


523.1 


130 min 
Method A 


523.40 


'H NMR, 400Hz, (CDC1 3 ) 8 8.02 (d, 
2H, J=8.0Hz), 7.71 (d, 2H, J=8.0Hz), 
7.37 (d, 2H, J«8.0Hz), 7.28 (d, 2H, 
J=8.0Hz), 6.23 (s, br, 1H), 5.51 (s, 
br, 1H), 4.46 (s, 2H), 4.70 (d, 1H, 
J^ldHz), 4.33 (d, 1H, J^=16Hz), 
3.25 (t 1H, J=6.0Hz), 2.69 (s, 3H), 
2.63 (s, 2H), 2.20 (s, 6H), 1.95 (m, 
IH), 1.60 (m, 2H), 0.98 (d, 3H, 
J=7.0Hz), 0.94 (d, 3H, J=7.0Hz) 


273 


V 




"a. 


16 


white 
solid 


436.96 


1.43 min 
Method B 


437.13 


'H NMR (CDa 3 , 300MHz) 8 7.87 
(d, 2H, J= 8.4), 7.67 (dd, 2H, J= 
1.8, 8.7), 7.42-7.46 (m, 4H), 6.21 (or 
s, 1H), 5.28 (br s, 1H), 4.64 (d, 1H, J 
= 15.9), 4.45 (d, 1H, J= 15.9), 431 
(t 1H, 6.6), 2.58 (s, 3H), 1.73- 
1.80 (m, 1H), 1.25-1.35 (m, 1H), 
1.05-1.14 (m, IH), 0.74 (d, 3H, J - 
6.5), 0.65 (d, 3H,J=6.6). 



Ex. 
No. 


K 


i R 


R 3 


Scheme 


Appearance 


Calc. MW 


Ret. Time/ 
Method 


M+H* 


NMRData 


274 


V 


H 




17 


yellow 
foam 


549.14 


1.38 min 
Method A 


549.16 


•H NMR, 400Hz, (CDC1 3 ) 6 7.69 (d, 
2H, J-80Hz), 7.63 (d, 2H, J=8.0Hz), 
738 (d, 2H, J-8.0HzX 7.23 (d, 2H, 
J=8.0Hz), 6.25 (s, br, 1H), 535 (s, 
br. IH), 4.75 (d, IH, J*=16Hz), 438 
(d, IH, J*=16Hz), 3.25 (t, IH, 
J=6.0Hz), 2.65 (t, 2H, J=6.0Hz), 
2.56-2.44 (m, 6H), 1.95 (m, IH), 
1.68-1.45 (m, 8H), 0.98 (d, 3H, 
J=7.0Hz), 054 (d, 3H, J=7.0Hz) 


275 


V 


H 


**X 


17 


clear 
glass 


564.15 


1-21 min 
Method A 


564.32 


'H NMR. 400Hz, (CDaj) 5 930 (s, 
IH, NH), 8.02 (d, 2H. f=8.0Hz), 7.61 
(d, 2H, J=8.0Hz), 736 (d, 2H, 
J=8.0Hz), 7.23 (d, 2H, J=8.0Hz), 
6.25 (s, br, 1H), 533 (s, bx, IH), 4.72 
(d, IH. J«b=16Hz) t 4.48 (d, IH, 
J*=16Hz), 3.25 (t, IH, J=6.0Hz), 
2.65-238 (m, 12H), 2.28 (s, 2H), 
1.95 (m, IH), 139 (m, 2H), 0.98 (d, 


276 


V 


H 


^x 


17 


tan 
foam 


509.07 


1 33 min 
Method A 


509.17 

- 


'H NMR, 400Hz, (CDC1 3 ) 5 931 (s, 
IH, NH), 8.02 (d, 2H, J=8.0Hz), 7.63 
(d, 2H, J=8.0Hz), 7.36 (d, 2H, 
J=8.0Hz), 7.23 (d, 2H, J=8.0Hz), 
6.25 (s, br, IH), 534 (s, br, IH), 4.71 
(a, IH, J^loHz), 4.48 (d, IH, 
J,b=16Hz), 3.25 (t, IH, J=6.0Hz), 
2.66 (t, 2H, J=8.0Hz), 2.56 (t, 2H, 
J=8.0Hz), 238 (s, 6H), 1.95 (m, IH), 
1.60 (m, 2H), 0.98 (d, 3H, J=7.0Hz), 
0.94 (d, 3H, J=7.0Hz) 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc. MW 


Ret Time/ 
Method 


M+H* 


NMRData 


277 


Y 


O 




9 


tan 
foam 


515.04 


1.47 min 
Method A 


515.13 


! H NMR, 400Hz, (CDC1 3 ) 5 8.95 (s, 
br, NH), 8.67 (d, IH, J=8.0Hz), 8.17 
(d, IH, J=8.0Hz), 8.02 (d, 2H, 
J=8.0Hz), 7.77 (d, 2H, J=8.0Hz), 
7.57 (m, 4H), 738 (d, 2H, J=8.0Hz), 
6.27 (s, br, IH), 539 (s, br, IH), 4.72 
(d, IH, J^IoHz), 430 (d, IH, 
J^16Hz), 3.25 (t, IH, J=6.0Hz), 
1.95 (m, IH), 1.60 (m, 2H), 0.98 (d, 
3H, J=7.0Hz), 0.94 (d, 3H, J»7.0Hz) 


278 








7 


white 
solid 


507.06 


2.44 min 
Method C 


509.20 


'H NMR (CDC1 3 , 500MHz) 5 8.66 
(br s, 2H), 7.80 (d, lH,y=» 8.6), 7.73 
(d, 2H, J = 8.5), 7.51 (d, 2H,J= 7.6), 
7.41 (br s, IH), 6.64 (br s, IH), 535 
(br s, IH), 4.70 (br s, IH), 4.10 (br s, 
IH), 3.71 (brs, IH), 333 (brs, IH), 
3.02 (dd, 2H,y=4.8, 16), 2.70-2.85 
(br s, IH), 1.50-2.09 (m, 5H), 1.18- 
133 (m, 4H), 0.73 (d, 3H, J= 6.7), 
0.68(d,3H,J = 6.5).. 


279 


■7 


v Xi y O''-' 




7 


white 
solid 


549.14 


2.76 min 
Method C 


549.07 


'H NMR (CDa 3 , 500MHz) 8 7.74 
(dd, 2H, J = 1.7, 6.7), 7.51 (dd, 2H, J 
= 2.2, 6.9), 734 (d, 2H, J - 8.0), 6.70 
(br s, IH), 6.60 (br s, IH), 530 (br s, 
IH), 4.13 (dd, IH, J = 5.5, 10), 335 
(dd, IH, J - 11, 14), 3.00 (s, 6H), 
2.85 (s, 2H), 1.80-2.00 (m, 3H), 
1.50-1.70 (m, IH), 1.10-130 (m, 
4H), 0.80-0.90 (m, IH), 0.745 (d, 
3H, 6.7), 0.67 (d, 3H, / - 6.5). 



Ex. 
No. 




R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


280 








7 


white 
solid 


574.07 


3.03 
Method C 


574.03 


'H NMR (CDC1 3 , 500MHz) 8 7.73 
(d, 2H, J - 8.2), 7.65 (d, 2H, J = 7.9), 
7.51 (d, 2H,/= 8.9), 7.48 (d, 2H.J - 
7.6), 6.65 Cbr s, 1H), 5.45 (br s, 1H), 
4.71 (br s, 1H), 4.13 (br s, IH), 3.65 
(bx s, 1H), 330 (br s, 1H), 2.97 (d, 
2H J m 12), 2.65-2.86 (m, IH), 1.45- 
2.07 (m, 6H% 0.98-1.85 (m, 3H), 
0.73(br, s, 3H), 0.67(br, s, 3H). 


281 


I 


n 

o 




7 


white 


470.04 


2.78 min 

MCDIOQ V- 


470.03 


H NMR (CDC!* 500MHz) S 7.72 (d, 
2H, J— 8.5), 7.50 (d, 2H. J - 8.6). 
6.78-6.90 (m, 1H), 6.55-6.65 (m, 
1H), 6.23 (dd, lH,y= 1.5, 15), 5.33- 
5.60 (m, IH), 4.50-4.75 (m, 1H), 
4.09-4.20 (m, lH), 3.90-4.05 (m, 
1H), 2.80-3.25 (m, 3H), 2.40-2.75 
(m, 1H), 1.50-2.00 (m, 8H), 1.00- 
1.40 (m, 3H), 0.73 (br, s, 3H), 
0.67(br, s, 3H). 


282 


V 


o 




7 


white 
solid 


506.07 


2.86 min 
Method C 


508.03 


'H NMR (CDC1 3 , 500MHz) 8 7.73 
(d, 2H, J= 8.5), 7.51 (d, 2R,J= 8.5), 
738 (br s, 4H), 6.65 (br s, 1H), 535 
(brs, IH), 4.71 (brs, lH),4.14(brs, 
1H), 3.76 (br s, 1H, 330 (br s, 1H), 
2.60-3.05 (m, 3H), 0.99-2.05 (m, 
10H), 0.73 (d\ 3^ J= 7-8), 0.67 (d, 
3H, 7 = 7.8). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


283 


V 




U 


7 


white 
solid 


517.09 


134 min 
Method A 


517.19 


'H NMR (CDClj, 500MHz) 8 7.72 
(d, 2a J= 8.5), 7.50-7.65 (m, 2H), 
7.50 (d, 2H, J - 7.0), 735-7.45 (m, 
2H), 6.67 (s, 1H), 532 (s, 1H), 4.14 
(dd, 1H, J = 5.0, 9.0), 3 52 (br s, 1H), 
3.28 (t, 1H, J = 14), 2.97 (dd, 1H, J = 
3.5, 14), 2.82 (brs, 1H), 1.00-2.00 
(m, 10H), 0.71 (d. 3H, J= 6.5), 0.66 
(d,3H, 7 = 6.5). 


284 


V 




"a 


7 


white 
solid 


550.12 


2.87 min 
Method C 


550.06 


'H NMR (CDCI3, 500MHz) 8 7.72 
(d, 2H, /= 8.6), 7.50 (d, 2H, 7= 8.5), 
7.13 (d,2H,7 = 8.5), 6.85 (brs, 2H), 
6.63 (d, 1H,7=33), 5.41 (brs, 1H), 
4.62 (t, IH, 7= 14), 4.10-4.17 (m, 
1H), 3.75-3.90 (m, 4H), 3.65 (s, 3H), 
3.14-330 (m, 1H), 2.80-2.95 (m, 
2H), 2.43-2.60 (m, 1H), 1.45-2.00 
(m, 4H), 1.15-130 (m, 2H), 0.71 (dd, 
3H, 7 = 7.6, 8.4), 0.65 (dd, 3H, 7 = 
6.0, 8.0). 


285 




o 




7 


white 
solid 


541.50 


2.76 min 
Method C 


540.98 


'H NMR (CDCI3, 500MHz) 8 8.43 
(s, 1H), 7.73 (d, 2H, 7= 8.5), 7.70 (d, 
IH, 7= 2.4, 8.4), 7.51 (d, 2H, 7 - 

8.6) , 7.87 (d, IH, 7= 8.2), 6.63 (br s, 
1H), 535 (br s, 1H), 4.68 (br s, 1H), 
4.15 (dd, 1H, 7 = 4.9, 9.8), 3.7 1 (br s, 
1H), 33 1 (br s, 1H), 3.00 (dd, 2H, J 
= 4.8, 14), 2.65-2.86 (m, 1H), 1.77- 
2.07 (m, 3H), 1.6-1.76 (m, 1H), 1.00- 
1.86 (m, 3H), 0.85-0.93 (m, 1H), 
0.73 (d, 3H, J = 6.7), 0.67 (d, 3H, J = 

6.7) . 



Ex. 

No. 


R 1 


R 2 


R 3 


Reaction 


Appearance 


CalcMW 


RcL Time/ 
Method 


M+H* 


NMRData 


286 


V 






7 


white 
soHd 


545.11 


136 mm 
Method A 


545.16 


'H NMR (CDCl-j, 500MHz) 6 8. 1 1 
(d, 2H, J « 8.6), 7.75 (d, 2H, J = 8.6), 
7.73 (d, 2H, J = 85), 730 (d, 2H, J = 
85), 6.65 (hr s, 1H), 538 (hr s, 1H), 
4.14 (dd, 1H,J = 5.5, 9.5), 3.80 (br s, 
1H), 3.27 (dd, 1H, /=■ 10, 14), 2.97 
(dd, 2H, 7=4.6, 14), 1.17-2.00 (m, 
1 1HX 0.75-0.81 (m, 1H), 0.73 (d, 
3H, J = 6.4), 0.67 (d, 3H, J = 6.7). 


287 






xx 


12 


white 
solid 


453.01 


1.81 mm 
Method A 


453.16 


'H NMR (CDCfe, 300MHz) 5 7.61 
(d, 2H, J - 8.7), 7.40 (d, 2H, J = 8.7), 
737 (d, 2H, 7 = 8.4), 7.26 (d, 2H, J= 
8.4), 6.28 (br s, 1H), 5.25 (br s, 1H), 
4.49 (d, 1H,J = 15.9), 4.41 (d, 1H.7 
= 155), 433 (t, 1H, J = 6.6), 1.73- 
l.SU (m, 1.55 (S, Oil), 1. 28- 1.35 
(m, 1H), 1.20-1.25 (m, 1H), 0.77 (d, 
3H, J - 6.5), 0.66 (d, 3H, J = 6.6). 


288 


v 






7 


white 
solid 


493.07 


1.25 min 
Method A 


493.23 


•H NMR (CDCl,, 500MHz) 5 831 
(s, 2H), 7.73 (d, 2H, J= 83), 7.50 (d, 
2H, J = 8.5). 6.67 (s, 1H), 5.83 (s, 
1H), 4.15 (dd, !H,y= 5.2, 8.9), 3.50 
(brs, 2H), 3.25 (dd, lH,y= 8.5, 14), 
2.75-3.05 (m, 3H), 1.60-2.10 (m, 
6H), 1.10-1.40 (m, 4H), 0.75-0.85 
(m, 1H), 0.72 (d, 3H, J = 6.4), 0.67 
(d, 3H. 7-6.7). 



Ex, 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


289 




CM 


xx 


2 


yellow 
solid 


493.07 


0.93mm 
Method B 


493.2 


'H NMR (CDC1 3 ) 5 7.67 (d, 2H, 
J=7.0Hz), 7.44 (d, 2H, J=7.0Hz), 
7.19 (d, 2H, J=8.0Hz), 6.46 (d, 2H, 
J=8.0Hz), 6.21 (s, br, 1H), 5.17 (s, 
br, 1H), 431 (dd, 2H, J=50Hz, 
15Hz), 4.15-4.22 (m, 1H), 3.84-3.87 
(m, 4H), 3.91-3.99 (m, 1H), 3.51- 
3.54 (m, 3H), 3.22-3.26 (m, 1H), 
2.75 (s, 3H), 2.72 (s, 3H), 223-236 
(m, 2H), 1.91-158 (m, 1H), 132- 
1.40 (m, 1H), 0.81-1.04 (m, 2H), 
0.73 (t, 3H, 7.2Hz). 


290 






XX 


2 


tan 
solid 


464.03 


l.I6min 
Method B 


464.2 


'H NMR (CDC1 3 ) 6 7.62 (d, 2H, 
J=8.8Hz), 7.40 (d, 2H, J=8.0Hz), 
7.11-7.20 (m, 2H), 6.79-6.88 (m, 
2H), 620 (s, br, 1H), 5.13 (s, br, 
1H), 430 (dd, 2H, J=50Hz, 15Hz), 
4.13-4.21 (m, 1H), 3.10-3.19 (m, 
4H), 1.92-1.95 (m, 1H), 139-1.90 
(m, 8H), 122-1.26 (m, 1H), 057- 
1.05 (m, 2H), 0.73 (t, 3H, J=8.0Hz). 


291 






XX 


11 


orange 
solid 


522.11 


1.52 min 
Method E 


522.1 


'H NMR pMSO) 8 7.78 (d, 2H, J 
=8.4Hz), 7.58 (d, 2H, J =8.8Hz), 7.47 
(s. br, 1H), 7.27 (d, 2H, J =8.4Hz), 
7.00(sbr,lH), 6.85 (d, 2H.J 
=8. 8Hz), 4.63 (dd, 2H, J=16Hz, 
38Hz), 434 (m, 1H), 4.03 (a, 2H), 
2.63 (m, 2H), 2.42 (m, 3H), 1.39 (m, 
10H), 0.80 (d, 3H, J=6.0Hz), 0.50 (d, 
3H, J=6.0Hz) 



Ex. 
No. 


R 1 






Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data i 


292 


Y 






11 


white 
soHd 


481.18 


1.46 min 
Method E 


482.06 


'H NMR (DMSO) 5 7.79 (d, 2H, J 
=8.8HzX 7.60 (d, 2H, J -8.8Hz), 7.49 
(s, br, 1H), 735 (d, 2H, J =8.4Hz), 
7.01(s br, 1H), 6.94 (d, 2H, J 

=Q DU 7 \ A /CO (AA Tn fc=l 

o.n rir.y, t.oo \nn, zii, 1 onz, 
53Hz), 435 (m, 1H), 4.28 (t, 2H, 
J=4.8Hz), 334 (m, 2H), 2.86 (s, 6H), 
133 (m, 3H), 0.80 (d, 3H, J=6.0Hz), 
0.50 (d, 3H, J=6.0Hz) 


293 


V 






11 


white 
residue 


509.21 


1.52 mm 
Method E 


532.03 


*H NMR (DMSO) 8 7.79 (d. 2H, J 
=8.4HzX 7.60 (d. 2H, J=8.4Hz), 7.48 
(s, br, 1H), 735 (d, 2H, J =«.8Hz), 
7.01(8 br, lH),6.94(d,2H,J 
=8.8Hz), 4.68 (dd, 2H, J=17Hz, 
MHz), 435 (m, 1H), 4.28 (t, 2H, 
J=4.8Hz), 3.51 (m, 3H), 3.21 (m, 
3H), 1.29 (m, 9H), 0.80 (d, 3H, 
J=6.0HzX 050 (d, 3H, J=6.0Hz) 


294 


V 






11 


light 
brown 
solid 


544.12 


1.78 min 
Method E 


544.13 


H NMR (DMSO) 8 7.78(d, 2H, J 
=8.9Hz), 7.57 (d, 2H, J=8.0Hz), 7.45 
(s, br, 1H), 7.27 (d, 2H, J =«.0Hz), 
7.17 (t, 2H, J=8.9Hz) 7.00 (s br, 1H), 
6.84 (d, 2H, J =8.0Hz), 6.75 (d, 2H, 
J=8.0Hz), 6.62 (t, 1H, J=8.0Hz), 4.65 
(dd, 2H, J=17Hz, 41 Hz), 434 (m, 
1H), 4.10 (t, 2H, J-5.5Hz), 3.71 (t, 
2H, J=7.9Hz), 2.96 (m, 3H), 132 (m, 
3H), 0.79 (d, 3H, J=6.0Hz) t 0.49 (d, 
3H, J=6.0Hz) 



Ex. 
No. 


R l 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


295 


w 

V 






11 


white 
powder 


558.14 


1.62 min 
Method E 


558.10 


'H NMR (DMSO) 8 7.80 (d, 2H, J 
=8.6Hz), 7.60 (d, 2H, J=8.6Hz), 734 
(m, 2H), 7.49 (m, 4H), 7.34 (d, 2H, 
J=8.6Hz) 7.01 (s br, 1H), 6.93 (d, 
2H, J=8.6Hz), 4.68 (dd, 2H, 
J=17.0Hz, MHz), 4.47 (m, 1H), 436 
(m, 4Hz), 330 (m, 2H), 2.80 (s, 3H), 
1.34 (m, 3H), 0.80 (d, 3H, J=6.0Hz), 
0.51(d,3H,J=6.0Hz) 


296 


V 






11 


white 
powder 


508.08 


1.49 min 
Method E 


508.07 


"H NMR (DMSO) 5 7.79(d, 2H, J 
=8-6Hz), 7.61 (d, 2H, J=8.6Hz), 7.49 
(s, br, 1H), 735 (d, 2H, J =8.6Hz), 
7.00 (sbr, 1H), 6.94 (d, 2H, 
J=8.6Hz), 4.68 (dd, 2H, J =1 7.0Hz, 
53Hz), 4.35 (m, 1H), 4.27 (m, 2H), 
3.59 (m, 4H), 3.13 (m, 2H), 2.03 (m, 
2H), 1 .89 (m, 2H), 1 34 (m, 3H), 1 
0180 (d, 3H, J=6.0Hz), 0.52 (d, 3H, 
J=6.0Hz) 


297 


•w 






11 


off- 
white 
solid 


524.08 


1.46 min 
Method E 


524.09 


l H NMR (DMSO) 6 7.78(d, 2H, J 
=8.9Hz), 7.57 (d, 2H, J=8.0Hz), 7.45 
(s, br, 1H), 7.27 (d, 2H, J =8.0Hz), 
7.17 (t, 2H, J=8.9Hz) 7.00 (s br. 1H), 
6.84 (d, 2H, J =8.0Hz), 6.75 (d, 2H, 
J=8.0Hz), 6.62 (t 1H, J«8.0Hz), 4.65 
(dd, 2H, J=17Hz, 41 Hz), 4.34 (m, 
1H), 4.10 (t, 2H, J=5.5Hz), 3.71 (t, 
2H, J=7.9Hz), 2.96 (m, 3H), 132 (m, 
3H), 0.79 (d, 3H, J=6.0Hz), 0.49 (d, 
3H, J=6.0Hz) 



Ex. 
No. 


R' 


R 2 




Reaction 


Appearance 


Calc. MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


298 


V 








white 
solid 


540.15 


1.52 mm 
Method £ 


540.06 


•H NMR (DMSO) 8 7.80(d, 2H, J 
=8.8Hz), 7.60 (d, 2H, J=8.0Hz), 7.48 
(s br, IH), 735 (d, 2H, J =8.8Hz), 
7.01 (sbr.lH) 6.95 (d,2H, 
J=8.8HzX 4.68(dd, 2H, J=16.4Hz, 
55Hz), 434 (m, 3H), 3.79 (m, 2H), 
3.58 (m, 2H), 3.27 (m, 2H), 3.02 (m, 
2H), 2.89 (m, 2H), 134 (m! 3H), 
0.80 (d, 3H, J=6.0Hz), 0.52 (d, 3H. 
J=6.0Hz) 


299 


V 






11 


light 
orange 
solid 


537.13 


1.43 rain 
Method E 


537.13 


*H NMR (DMSO) 8 7.79(d, 2H, J 
=8.8Hz), 7.59 (d, 2H, J=S.0Hz), 7.48 
(s br, IH), 731 (d, 2H, J =8.8Hz), 
7.00 (sbr,lH) 6.88 (d,2H, 
J=8.8Hz), 4.66 (dd, 2H, J°l 6.4Hz, 
49Hz), 435 (m, 1H), 4.11 (m, 2H), 
3.18 (m, 9H), 2.78 (m, 3H), 2.63 (m, 
1H), 134 (m, 3H), 0.80 (d, 3H, 
J=60Hz), 031 (d, 3H, J=6.0Hz) 


300 


? 


1 ■ 




2 


tan 
solid 


507.10 


1.19mm 
Method B 


507.2 


l H NMR (CDC1 3 ) 8 7.63 (d, 2H, 
J=8.0Hz), 7.41 (d. 2H, J=8.0Hz), 
7.13-7.24 (m, 2H), 6.74-6.80 (m, 
2H), 6.23 (s, br, 1H), 5.13 (s, br, 
1H), 437 (dd, 2H, J=50Hz, 15Hz), 
4.11-4.19 (m, 1H), 3.77-3.81 (m, 
1H), 3.44 (s, 6H), 3.06-3.13 (m, 8H), 
1.93-1.96 (m, 1H), 1.25-1.29 (m, 
1H), 0.95-1.09 (m, 2H), 0.71 (t, 3H, 
J=8.0Hz). 



Ex. 
No. 


R l 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


301 


V 




u 


10 


yellow 
foam 


465.02 


1.22 
Method B 


465.25 


*H NMR (CDC1 3 ) TFA salt 5 8.07 
(s, 1H), 7.91 (d, 1H, J= 9.6Hz), 7.74 
(d, 2H, J=6.8Hz), 7.52(d, 2H, 
J=6.8Hz), 6.64 (d, 1H, J=9.6Hz), 
636 (s, 1H), 5.77 (s, 1H), 4.52 (d, 
1H, J=16.0Hz), 4.28 (dd, 1H, 
J=5.6Hz, 6.0Hz), 4.21 (d, 1H, 
J=16.0Hz), 3.62 (m, 4H), 2.13 (m, 
4H), 1.84 (m, 1H), 1.32 (m, IH), 
0.96 (m, 1H), 0.79 (d, 3H, J=6.8Hz), 
0.72(d,3H,J=6.8Hz). 


302 


V 






10 


yellow 
foam 


479.05 


1.28 
Method B 


479.06 


'H NMR (CDCI 3 ) TFA salt 8 8.01 
(s, 1H), 7^5.(d, IH, J= 9.6Hz), 7.75 
(d, 2H, J=8.0Hz), 7.50 (d, 2H, 
J=8.4Hz), 6.88 (d, IH, J=9.6Hz), 
6.43 (s, IH), 6.04 (s, IH), 4.53 (d, 
IH, J- 16.0Hz), 4.28 (dd, IH, 
J=5.6Hz, 6.0Hz), 4.20 (d, IH, 
J=16.0Hz), 3.65 (m, 4H), 1 .82(m, ' 
IH), 1.74 (m, 6H), 131 (m, IH), 
0.95 (m, IH), 0.78 (d, 3H, J=6.4Hz), 
0.71 (d, 3H, J-6.4Hz). i 


303 








10 


white 
solid 


481.02 


1.16 
Method B 


481.05 


'H NMR (CDCI3) TFA salt 8 8.25 
(s, IH), 8.06 (d, IH, J= 9.6Hz), 
7.74(d, 2H, J=8.0Hz), 7.54 (d, 2H, 
J=8.0Hz), 6.91(d, IH, J=9.6Hz), 6.55 
(s, IH), 6.28 (s, IH), 4.61 (d, IH, 
J= 16.0Hz), 4.28 (dd, IH, J=5.2Hz, 
6.2Hz), 4.21 (d, IH, J=16.0Hz), 3.87 
(m, 4H), 3.67 (m, 4H), 1 .84 (m, IH), 
1.27 (m, IH), 0.93 (m, IH), 0.76 (d, 
3H, J=6.4Hz), 0.72 (d, 3H, J=6.4Hz). 



Ex. 
No. 


R» 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


304 


V 


^ / 




10 


brown 
solid 


493.07 


1357 
Method B 


493.04 


*H NMR (CDOj) TFA salt 8 8.04 
(s, IH), 753 (d, IH, J= 9.2Hz), 7.73 
(d, 2H, J=8.0HzX 730 (d, 2H. 
J=8.0Hz), 6.69 (d, 1H, J=9.2Hz), 
638 (s, IH), 5.98 (s, IH), 430 (d, 
IH, J=16.0HzX 430 (dd, 1H, 
J=5.6Hz, 6.0Hz), 422 (d, 1H, 
J=16.GHz), 4.20 (m, 2H), 3.87 (m, 
4H), 2.24 (m, 2HX 1.90 (m, 2H), 
1.84 (m, 1H), 136 (d, 3H, J=2.0Hz), 
134 (d, 3H, J=2.0Hz), 132 (m, IH), 
0.98 (m, 1HX 0.79 (d, 3H, >6.4Hz), 
0.72(d,3H,J=6.4Hz). 


305 


V 


o 




7 


white 
solid 


513 


1.03 mm 
Method A 


51336 


'H NMR (CDQa, 500MHz) 5 7.72 
(d,2H,J= 83), 7.50 (d, 2H, y * 7.0), 

O.OJ ^S, lttj, 0.JD (S, LU), 4.14 (do, 

IH, J= 5.5. 9.0), 3.25 (dd, IH, J - 
10, 14), 135-2.95 (m, 24H), 1.15- 
130 (m, 3H), 0.72 (d, 3H, J = 63), 
0.67 (d,3H,J= 6.7). 


306 


7 






7 


white 
solid 


487 


1.43 rain 
Method A 


487.019 


'H NMR (CDCI3, 300MHz) 8 7.72 
(d, 2H, J= 8.4), 731 (d, 2H, J - 8.7), 
6.67 (d, IH, y = 243), 5.40 (d, IH, 7 
- 12, 6), 4.54 (br s, 1H), 3.90-4.20 
(m, 4HX 3.40-335 (m, 2H), 3.05- 
335 (m, 2H), 2.85-3.05 (m, 2H), 
2.40-2.60 (m, IH), 235 (d, 6H, J - 
8.1), 0.60-1.95 (m,HH). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret. Time/ 
Method 


M+lT 


NMRData 


307 




1 ■ 




I -Method A 


clear 
oil 


444.03 


1.28 min 
Method B 


444.04 


'H NMR (CDC1 3 ) 8 7.72 (d, 
J=6.8Hz, 2H), 7.52 (d, J«= 6.8Hz, 2H 
), 6.75 (s, br, IH), 5.79 (s, br, 1H), 
4.14 (dd, J=9.6Hz, 4.8Hz, 1H), 3.23 
(dd, J-14.4HZ, 10.0Hz, 1H), 3.12 
(m, 1H), 2.92 (dd, J= 14.4Hz, 4.8Hz, 
1H), 2.77(01,610, 2.09 (m, 2H), 
1.83 (m, IH), 1.71 (m, 1H), 0.75- 
1.52 (m, 8H), 0.73 (d, J=6.8Hz, 3H), 
0.67(d,J~6.8Hz, 3H). 


308 


V 


H 




23 


tan 
foam 


495.04 


1.31 min 
Method A 


495.14 


'H NMR, 400Hz, (CDC1 3 ) 5 8.85 (s, 
IH, NH), 8.02 (d, 2H, J=8.0Hz), 7.75 
(d, 2H, J=8.0Hz), 7.38 (d, 2H, 
J=8.0Hz), 7.29 (d, 2H, J=8.0Hz), 
6.23 (s, br, IH), 539 (s, br, IH), 4.62 
(m, 4H), 335 (t, IH, J=6.0Hz), 2.95 
(s, 6H), 1.95 (m, IH), 1.60 (m, 2H), 
0.98 (d, 3H, J=^7.0Hz), 0.94 (4 3H, 
J-7.0Hz) 


309 




0 

H 


X. 


23 


tan 
foam 


535.11 


1.34 min 
Method A 


535.29 


'H NMR, 400Hz, (CDd 3 ) 8 8.85 (s, 
IH, NH), 8.02 (d, 2H, J=8.0Hz), 7.78 
(d, 2H, J=8.0Hz), 738 (d, 2H, 
J=8.0Hz), 730 (d, 2H, J=8.0Hz), 
6.25 (s, br, IH), 5.36 (s, br, IH), 4.62 
(m, 4H), 335 (t, IH, J=6.0Hz), 2.42 
(m, 4H), 1.95 (m, IH), 1.68-138 (m, 
8H), 0.98 (d, 3H, J=7.0Hz), 0.94 (d, 
3H, J=7.0Hz) 



Ex- 
No. 


K 


R 2 


R 3 


Resctum 
Scheme 


Appearance 


CalcMW 


Ret. Time/ 
Method 


M+H* 


NMR Data 


310 


V 


H 




23 


foam 


550.12 


1.24 mm 
Method A 


550.25 


'H NMR, 400Hz, (CDC1 3 ) 8 8.83 (s. 
1H,NH), 8.02 (d, 2H, J=8.0Hz), 7.78 
(d, 2H, J=8.0Hz), 7.38 (d, 2H, 
J=8.0HzX 730 (d, 2H, J=8.0Hz), 
6.20 (s, br, lH), 539 (s, or, 1H), 4.71 
(d, IH, J,b=16Hz), 4.48 (d, IH, 
J*=16Hz), 4.26 (s, 2H), 3.25 (m, 
1H), 2.67 (m, 8H), 2.40 (s, 3H), 155 
(m, 1H), 1 .60 (m. 2H), 0.98 (d, 3H, 
J=7.QHz), 0.94 (d, 3H, J=7.0Hz) 


311 


1 

V 


Y XU0 




7 


white 
solid 


492.09 


2 JO mm 

Method C 


492.16 


'H NMR (CDCI3, 300MHz) 6 7.73 
(d, 2H, y= 8.4), 7.48 (d, 2H, J = 8.4), 
7.15-7.38 (m, 5H), 6.67 (s, 1H), 537 
(s, lH),4.14(dd; IH, 7=5.4, 9.0), 
3.47 (s, 2H). 3.24 (dd, IH, J = 10, 
14), 2.75-3.05 (m, 3H), 1.45-2.05 (m, 
10H), 0.75-0.90 (m, IH), 0.71 (d, . 
3H, J= 6.6), 0.65 (d, 3H, J= 6.6). 


312 


-J 

1 


o 




7 


white 
solid 


529.15 


2.27 mm 
Method C 


529.16 


'H NMR (CDC] 3l 300MHz) 6 7.73 
(d, 2H, 8.7), 7.50 (d, 2H, J= 8.7), 
6.65 (d, 1H,^=5.1), 4.55 (brs, 1H), 
4.05-4.30 (m, 1), 3.57-3.95 (m, 1H), 
3.10-3.40 (m, 1H), 2.40-3.00 (m, 
12H), 1.70-2.00 (m, 3H), 0.90-1.30 
(m, 10H), 0.60-0.75 (m, 6H). 


313 


V 






7 


white 
solid 


573.16 


1.78 min 
Method A 


573.18 


'H NMR (CDC1 3 , 300MHz) 6 7.72 
(d, 2H, J= 7.8), 7.50 (d, 2H, J= 8.7), 
6.65 (d, 1H, J = 14), 5.35 (s, IH), 
4.45-4.65 (m, IH), 3.67-4.25 (m, 
3H), 335-3.60 (m, 3H), 3.10-3.25 
(m, IH), 2.80-3.10 (m, 2H), 2.90 (s, 
3H), 0.95-2.00 (m, 7H), 1.46 (s, 9H), 
0.73 (br, s, 3H), 0.67 (br, s, 3H). 



Ex. 
No. 


' R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


314 


-v/v 

V 






7 


white 
solid 


532,11 


1.47 min 
Method A 


532.19 


*H NMR (CDC1 3 , 300MHz) 6 7.74 
(d, 2H, J = 8.8), 7.50 (d, 3H, 8.8). 
7.17-7.27 (m, 3H), 6.63 (s, IH), 5.60 
(s, IH), 4.13 (dd, 1H,7= 5.5, 9.2), 
3.80 (s, 2H), 3.28 (dd, IH, J - 9.5, 
15), 2.80-305 (m, 3H), 1.50-2.25 (m, 
6H), 1.15-1.45 (m, 5H), 0.72 (d, 3H, 
J - 6.6), 0.66 (d, 3H, J = 6.6). 


315 








7 


white 
solid 


444.04 


2.11 min 
Method C 


444.13 


'H NMR (CDC1 3 , 300MHz) 6 7.73 
(d, 2H, y = 8.7), 7.48 (d, 2H, 7 = 8.4), 
6.69 (br s, IH), 5.45 (br s, IH), 4.14 
(dd, IH, J = 10, 15), 3.15-335 (m, 
IH), 250-3.05 (m, IH), 2.75-2.90 
(m, IH), 2.60-2.75 (m, IH), 1.50- 
2.25 (m, 6H), 1.05-1.40 (m, 3H), 
1.00 (d, 6H, J= 1 1), 0.75-050 (m, 
IH), 0.71 (d, 3H, J - 10), 0.66 (d, 
3H,y=l0). 


316 


7 






9 


yellow 
foam 


515.04 


1.50 min 
Method A 


515.08 


'H NMR, 400Hz, (CDC_ _.^7 (s, 
IH, NH), 8.82 (d, 2H, J=4.0Hz), 8.02 
(d, 2H, J=8.0Hz), 7.76 (d, 2H, 
J=8.0Hz), 7.73 (d, 2H, J=4.0Hz), 
7.46 (d, 2H, J=8.0Hz), 7.38 (d, 2H, 
J«8.0Hz), 6.27 (s, br, IH), 539 (s, 
br, IH), 4.72 (d, IH, J A =16Hz), 430 
(d, IH, Jrf,=16Hz), 4.26 (s, 2H), 3.25 
(t, IH, J=6.0Hz), 155 (m, IH), 1.60 
(m, 2HX 058 (d, 3H, J=7.0Hz), 054 
(d, 3H, J=7.0Hz) 



o 



Ex. 
No. 


R" 




R 3 


Reaction 


Appearance 


CalcMW 


Ret Tims/ 
Method 


M+H* 


NMR Data 


317 


-vx. 


^ — ^ 


"a. 


2 


dark wax 


482.02 


1.42mm 
Method B 


482.01 


*H NMR (CDCh) 6 7.63 (d. 2H, 
*=8-2Hz), 7.42 (d, 2H, J=83Hz), 
6.71-7.08 (m, 3H), 6.20 (s, br f 1H), 
5.15(a,br,lH),4.27(dd,2H, 
J=50Hz, 15Hz), 433- (t, 1H, 
J=7.0Hz), 2.99-3.10 (m, 4H), 1.92- 
1.95 (m, 1H), 1.53-139 (m, 23), 
1.41-1.90 (m,4H), 1.21-1.24 (m, 
1H), 0.98-1.08 (m, 2H), 0.74 (t, 3H, 
J=8.0Hz). 


318 


V 






2 


solid 


498.02 


1.68mm 
Method B 


498.2 


'H MMR (CDCh) 6 7.66 (d, 2H, 
J=8.QHz), 7.42 (d, 2H. J=8.0Hz), 
6.84-7.02 (m, 3H), 630 (s, hr, 1H), 
532 (s, br, 1H), 434 (dd, 2H, 
J=50Hz, 15Hz), 4.19-435 (m, 1H), 
3.84-3.86 (m, 4H), 3.15-3.17 (m, 
1H), 3.03-3.06 (m, 4H), 131-1.77 
[m, Aa.) , Qjo {a, 3H, J=7.0Hz), 0.83 
(d, 3H, M.OHz). 


319 


V 


,-o-yo 


U 


9 


tan foam 


515.04 


1.77 mm 
Method A 


515.15 


'H NMR, 400Hz, (CDO,) 6 9.90 (a, 
1H, NH), 831 (d, 1H, J=4.0Hz), 8.1 1 
(d, 2H, J=8.0Hz), 8.01 (d, 2H, 
J=8.0HzX 7.78 (m, 3H), 7.59 (d, 2H, 
J=8.0Hz), 738 (d, 2H, J=8.0Hz), 
732 (t, 1H, J=*.0Hz), 637 (a, br, 
1H), 538 (a, br, 1H), 4.71 (d, 1H, 
J A =16Hz), 431 (d, 1H, J*=16Hz), 
335 (t, 1H, J=6.0Hz), 1.95 (m, 1H), 
1.60 (m, 2H), 0.98 (d, 3H, J=7.0Hz), 
0.94 (d, 3H, J=7.0Hz) 



5 



3 

o 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc. MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


320 


V 




xx 


2 


tan 
solid 


511.06 


1.12mm 
Method B 


511.2 


'H NMR (dftDMSO) 6 7.78 (d, 2H, 
J-8.2Hz), 7.55 (d, 2H, J-83Hz), 
7.02-7.14 (m, 3H), 6.80 (a, br, 1H), 
4.82 (a, br, 1H), 3.58-4.63 (m, 2H), 
4.32-438 (m, 1H), 3.42-3.56 (m, 
4H), 3.16-331 (m, IK), 2.84 (s, 3H), 
2.49-2.51 (m, 4H), 1.85 (s, 3H), 
1.76-1.82 (m, 1H) , 1.21-1.33 (m, 
2H), 0.82 (d\ 3H, J=7.0Hz), 0.56 (d, 
3H, J=^7.0Hz). 


321 


V 




XX 


7 


white 
solid 


486.08 


2.22 min 
Method C 


486.12 


"H NMR (CDCU, 300MHz) 6 7.73 
(d, 2H, J= 8.5), 7.49 (d, 2H, y = 8.6), 
6.67 (s, 1H), 5.35 (s, 1H), 4.15 (dd, 
1H, J = 5.8, 9.2), 4.05 (br s, 1H), 
3.85 (dd, 1H, J= 7.0, 15), 3.73 (dd, 
lH,y = 73, 15), 3.20-3.29 (m, IH, 
2.95-3.05 (m, 3H), 2.43-2.51 (br s, 
2H), 1.20-2.10 (m, 14H), 0.80-0.90 
(m, 1H), 0.72 (d, 3H, y = 6.7), 0.67 
(d, 3H, y=6.7). 


322 








7 


white 
solid 


448.00 


1.34 min 
Method A 


448.24 


'H NMR (CDClj, 300MHz) 8 7.73 
(d, 2H, J = 8.7), 7.48 (d, 2H, J - 8.7), 
6.67 (s, 1H), 5.43 (a, 1H), 4.60 (d, 
1H, J - 5.1), 4.45 (d» 1H. y = 4.8), 
4.15 (dd, lH,y=5.6, 9.0), 335 (dd, 
1H, J= 10, 15), 2.85-3.05 (m, 3H), 
2.70 (t 1H, 7 « 5.0), 2.67 (t 1H, y = 
4.7), 1.50-2.15 (m, 6H), 1.10-1.40 
(3H), 0.75-0.90 (m, 1H). 0.71 (d, 3H, 
y=6.3) ) 0.66(d,3H,y=6.7). 



Ex. 
No. 


R 1 




R 3 


Reaction 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


323 


V 






9 


tan 
solid 


465.14 


1.52mm 
Method B 


466.1 


*H NMR (CDCb) 6 7.68 (d, 2H, 
J=8.4Hz), 7.48 (d, 2H, J=8.4Hz), 
7.43 (d, 2H, J=8.0Hz), 7.10 (d, 2H, 
J=8.0HzX 6.19 (s, br, 1H), 5.16 (s, 
br, 1H), 4.44 (dd, 2H, J=50Hz, 
15HzX 431-435 (m, 1H), 3J23(s, 
3HX 1.85 (s, 3H), 1.76-1.82 (m, 1H) 
, 1.14-135 (m, 2H),0.78 (d, 3H, 
J=7.0Hz), 0.65 (d. 3H, J=7.0Hz). 


324 


V 




^x 


7 


white 
powder 


473.04 


134 mins 
Method A 


473.17 


'H NMR (CDdj, 300MHz) 8 7.73 
(d, 2H, /= 8.1), 730 (d, 2H, J= 8.1), 
6.67 (a, 1H), 5.85 (s, 1H), 4.15 (dd, 
1H, J = 5.1, 9.2), 3.65 (d, 2H, J= 
10), 3.26 (dd, 1H, J= 9.9, 15), 2.97 
(dd, 1H, J "4.4, 14), 2.60-2.85 (m, 
3H), 2.80 (s, 6H), 1.75-1.95 (m, 3H), 
1.05-1.30 (m, 3H), 0.72 (d, 3H, J= 
6.2), 0.65 (d, 3H,y = 6.6). 


325 




v Xy3 

O 




7 


white 
solid 


507.06 


1.41 min 
Method A 


507.20 


'H NMR (CDCI3, 300MHz), 8 8.64 
(s, 2H), 7.72 (d, 3H, 7 = 8.4), 7.50 (d, 
2H, 7-8.8), 7.35 (dd, 1H,7 = 4.8, 
7.7), 6.63 (a, 1H), 539 (br a, 1H), 
4.69 (brs, 1H), 4.05-4.20 (m, 1H), 
3.72 (br s, 1H), 3.-25 (m, 1H), 2.50- 
3.200 (m, 3H), 1.50-2.10 (m, 5H), 
1 .00-1 .40 (m, 3H), 0.72 (d, 3H, J » 
6.6),0.66(d,3H,J=6.6). 


326 






"a. 


1-MethodA 


white 
soHd 


423.90 


1.55miD 
Method B 


424.11 


•H NMR (CDCI3) 8 7.69-7.71 (m, 
3H), 7.48-7.56 (m, 4H), 6.1 1 (s, br, 
1H), 5.22 (s, br, 1H), 437 (dd, 2H, 
J=50Hz, 15Hz), 4.22-4.26 (m, 1H), 
1.80-1.83 (m, 1H), 0.99-1.23 (m, 
3H), 0.74 (t, 3H, J=8.0Hz). 



Ex. 
No. 


R' 


R J 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H+ 


NMRData 


327 


F^F 
F 


"^X 




1 -Method A 


white 
solid 


459.06 


1.57 min 
Method G 


(M+Na) + 
481.9 


'H NMR (400 MHz, DMSO) 8 7.84 
(d, 2H, J=8.8), 7.80 (d, 2H, J=8.6), 
7.65 (d, 2H, J=8.7), 7.59 (d, 2H, 
J=8.3, ), 7.47 (s, 1H), 7.25 (s, 1H). 
4.79 (ABq, 2H, Au=5.1, ^=17.4), 
4.43 (dd, 1H, J=8.5, 6.6), 2.05 (m, 
2H), 1.82 (m, 1H), 1.49 (m, 1H). 


328 


F"^F 


-^x 




1-MethodA 


white 
solid 


502.06 


1.83 min 
Method G 


(M+H) + 
502.9 


'H NMR (400 MHz, DMSO) 8 7.84 
(d, 2H, J=8.8), 7.68 (d, 2H, J=8.0), 
7.65-7.60 (m, 4H), 7.47 (s, 1H), 7.26 
(s, 1H). 4.79 (s, 2H), 4.45 (dd, 1H, 
J=8.8, 6.1), 2.03 (m, 2H), 1.82 (m, 
1H), 1.52 (m, 1H). 


329 


f4^f 




^x 


1 -Method A 


white 
solid 


492.07 


239 min 
Method G 


(M+Hf 
492.9 


*H NMR (400 MHz, DMSO) 8 7.91 
(d, 2H, J=83), 7.85 (d, 2H, J=8.8), 
7.64 (d, 2H, J=8.6), 7.54 (d, 2H, 
J=8.3), 7.43 (s, 1H), 7.23 (s, 1H). 
4.79 (ABq, 2H, Ao=3.4, V-17.2), 
4.42 (dd, 1H, J=8.5, 6.1), 3.85 (s, 
3H), 2.02 (m, 2H), 1.80 (m, 1H), 
1.52 (m, 1H). 


330 




^*x 




1-MethodA 


white 
solid 


473.08 


1.60 
Method G 


(M+Na) + 
495.9 


'H NMR (400MHz, DMSO) 8 7.83 
(d, 2H, J=8.8), 7.80 (d, 2H, HJ), 
7.63 (d, 2H, J=8.6), 7.59 (d, 2H, 
J=83). 730 (s, 1H), 7.13 (s, 1H). 
4.83 (ABq, 2H, Ao=36.2, J.^17.6), 
437 (dd, 1H, J=8.5, 63), 2.09 (m, 
1H), 1.88 (m, 1H), 1.64 (m, 1H), 
1.45 (m, 11^,1.27(111,211). 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Tune/ 
Method 


M+H* 


NMRData 


331 


J 




u„ 


1 -Method A 


white 
solid 


516.07 


1.84 
Method G 


(M+H) + 
516.9 


*H NMR (400 MHz, DMSO) 5 7.82 
(d, 2H, J=8.8% 7.69-7.60 (m, 6H), 
7.49 (s, IH), 7.13 (s, 1H). 4.85 (ABq, 
2H, &xj=419 t J A =17.1X 438 (dd, 
1H, J=9.0, 5 -9), 2.05 (m, IH), 1.75 
(m, IH), 1.65 (m, IH), 1.46 (m, IH), 
1.27 (m, 2H). 


332 


J 

•r 






1 -Method A 


white 
solid 


506.09 


1.67 
Method G 


(M+H) + 
506.9 


'H NMR (400 MHz, DMSO) 6 750 
(d, 2H, J=8.6X 7.83 (d, 2H, J=8.8), 
7.62 (d, 2H, J-8.8X 734 (d, 2H, 
J=83), 7.47 (s, IH), 7.11 (s, IH). 
4.84 (ABq, 2H, Au=363, J A =17.4), 
4.36 (dd, IH, J-8.6, 6.1), 3.85 (s, 
3H), 2.04 (m, IH), 1.82 (m, IH), 
1.62 (m, IH), 1.45 (m, IH), 1.26 (m, 
2H). 


333 


J 

/ 

F 






19 


white 
solid 


437.10 


1.48 
Method G 


(M+Na)* 
459.9 


'H NMR (400 MHz, DMSO) 6 7.82 
(d, 2H, J-8.8), 7.79 (d, 2H, J=8.5), 
7.63 (d, 2H, J=8.8), 7.58 (d, 2H, 
J=83), 732 (s, IH), 7.09 (s. IH). 
4.82 (ABq, 2H, Ao=37.2, ^=17.6), 
434 (dd, IH, J=8.0, 6.6), 4.25 (dt, 
2H, Jd=47.2, J<=5.7), 138 (m, IH), 
1.49-1.12 (m,5H). 


334 


/ 

F 


v ~o.,. 




19 


white 
solid 


480.09 


1.76 
Method G 


(M+Na)* 
502.9 


'H NMR (400 MHz, DMSO) 8 7.80 
(d, 2H, J=8.6), 7.67 (d, 2H, J-8.6), 
7.60 (m, 4H). 7.52 (s, IH), 7.09 (s, 
IH), 4,83 (ABq, 2H, Au=30.1, 
J*=17.4), 436 (dd, IH, J=8.6, 6.2), 
4.22 (dt, 2H, Jd=*7.5, J,=6.4), 1.61 
(m, IH), 1.48-1.11 (m, 5H). 



Ex. 
No. 


R» 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc. MW 


Ret Time/ 
Method 


M+H* 


NMRData 


335 


y 

F 






19 


white 
solid 


470.11 


1.58 
Method G 


(M+H) + 
471.0 


'H NMR (400 MHz, DMSO) 6 7.90 
(d, 2H, J=8.3), 7.82 (d, 2H, J=8.8), 
7.62 (d, 2H, J=8.8), 7.53 (d, 2H, 
M.4), 7.50 (s, IH), 7.07 (s, IH). 
4.82 (ABq, 2H, Ao=39.4, J.^17.4), 
4.34 (dd, IH, J=8.3, 6.6), 4.22 (dt, 
2H, 1^=41.6, Jr=6-1). 3.85 (s, 3H), 
1.58 (m, IH), 1.46-1.12 (m, 5H). 


336 


y 






19 


white 
solid 


423.08 


1.43 
Method G 


(M+Hf 
423.9 


'H NMR (400 MHz, DMSO) 6 7.82 
(d, 2H, J=8.8), 7.78 (d, 2H, J=8.3), 
7.63 (d, 2H, J=6.8), 7.57 (d, 2H, 
J=8.6), 7.53 (s, IH), 7.14 (s, IH), 
4.8 1 (ABq, 2H, Au=36.2, J*»17.6), 
4.38 (t, IH, J=7.6), 4.27 (m, IH), 
4.15 (m, IH), 1.64 (m, IH), 1.54- 
1.36 (m,3H). 


337 


y 






19 


white 
solid 


466.07 


1.72 
Method G 


(M+Na)* 
489.0 


'H NMR (400 MHz, DMSO) 8 7.80 
(d, 2H, J=8.8), 7.66 (d, 2H, J=8.1), 
7.62-7.57 (m, 4H), 734 (s, IH), 7.15 
(s, IH), 4.81 (ABq, 2H, Au=29.1, 
J.k-17.1), 4.40 (t IH, J=6.9), 4.25 
(m, IH), 4.13 (m, IH), 1.67 (m, IH), 
135-139 (m, 3H). 


338 


y 






19 


yellow 
solid 


456.09 


1.54 
Method G 


(M+H) + 
457.0 


'H NMR (400 MHz, DMSO) 8 7.90 
(d, 2H, J=83), 7.83 (d, 2H, J=8.8), 
7.62 (d, 2H, J=8.8), 732 (d, 2H, 
1=83), 7.50 (s, IH), 7.1 1 (s, IH), 
4.82 (ABq, 2H, Au=54.5, J oh «173), 
437 (t, IH, J=8.0), 4.2&4.03 (m, 
2H), 3.85 (s, 3H), 1.64 (m, IH). 133- 
1.36 (m,3H). 



1 Ex. 
[ No. 




R 2 


R 1 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Tune/ 
Method 


M+H* 


NMRData 


339 


1 


F 




19 


white 
solid 


452.86 


1.85 mm 
Method A 


45251 


'H NMR (CDCfe, 300MHz) 6 7.70 
(d,2H,y= 8.7), 7.54 (d, 2H, J - 8.4), 
7.42-7.49 (m, 4H), 631 (br a, 1H), 
5.23 (br s, 1H), 4.58-4.63 (m, 2H), 
4.33-4.41 (m,2H),4.19(t, 1H,7« 
43), 2.18-237 (m, 1H), 134-1.66 
(m, 1H). 


340 


p J 


O 


"Srs 


19 


white 
solid 


442.89 


1.68 min 
Method A 


442.90 


'H NMR (CDCI3, 300MHz) 5 756 
(d, 2H, J = 8.4), 7.72 (d, 2H, J= 8.7), 
7.48 (d, 2H, J = 8.7), 739 (d, 2H, J = 
8.4), 632 (br s, IH), 5.1 8 (br s, 1H), 
4.54-4.63 (m, 2H), 430-4.42 (m, 
2H), 4.16 (t, IH, 4.5), 350 (s, 
3H), 2.18-237 (m, 1H), 134-1.66 
(m,lH). 


341 


1 






19 


white 
solid 


409.87 


1.57 min 
Method A 


410.07 


'H NMR (CDC1 3> 300MHz) 8 7.72 
(dd, 2H, y = 1.8, 8.7), 7.59 (d, 2H, J 
= 8.1), 7.50 (dd, 2H,J= 2.1, 8.7), 
7.46 (d, 2H,J = 8.1), 6.30 (br s, 1H), 
5.21 (br s, 1H), 436-4.68 (m, 2H), 
431^37 (m, 2H), 4.18 (t, IH, J= 
4.8), 2.17-237 (m, IH), 1.48-1.64 
(m, IH). 


342 


F 


F 




19 


white 
solid 


470.85 


1.88 min 
Method A 


470.89 


l H NMR (CDCl 3> 300MHz) 6 7.70 
(d, 2H, J = 8.7), 736 (d, 2H, J = 8.4), 
731 (d, 2H, 7 = 8.4), 7.43 (d, 2H, J= 
8.1). 632 (brs, IH), 5.75 (tm, IH, 
^h-p = 57), 534 (brs, IH), 432-4.63 
(m, 2H), 432 (d, IH, J= 15.6), 231- 
2.66 (m, 1H), 1.54-1.69 (m, IH). j 



Ex. 
No. 


R l 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


343 


F 


O 




19 


white 
solid 


460.88 


1.74 min 
Method A 


461.07 


'H NMR (CDCl* 300MHz) 5 7.97 
(dd, 2H, J = 2.0, 8.4), 7.72 (d, 2H, J 
- 8.7), 7.51 (d, 2H, /= 8.7), 738 (d, 
2H, J = 8.4), 632 (br s, IH), 5.75 
(tm, 1H,Jh^ = 57), 5.18 (brs, IH), 
4.60 (d, 1H, J= 15.6), 430-4.55 (m, 
IH), 432 (d, 1H,J= 15.6), 351 (s, 
3H), 231-2.66 (m, IH), 134-1.69 
(m,lH). 


344 


V 

F 




"a 


19 


white 
solid 


427.85 


1.62 min 
Method A 


428.06 


l H NMR (CDCfe, 300MHz) 8 7.70 
(d, 2H, J= 8.7), 7.61 (d, 2H. 7 « 8.1), 
733 (d, 2H, y- 8.7), 7.45 (d, 2H, 7= 
7.8), 632 (br s, IH), 5.71 (tm, IH, 
■Aw ~ 57), 5.21 (br s, IH), 4.64 (d, 
1H,J = 15.6), 4.51-4.55 (m, 1H), 
4.28 (d, 1H, /= 15.6), 2.48-2.60 (m, 
IH), 1 34-1.69 (m, IH). 


345 








1 -Method 
A, sep 
cond 1 


white 
solid 


502.87 


159 min 
Method E 


503.02 


'H NMR (DMSO) 8 7.83 (d, 2H, J 
=8.8Hz), 7.64 (m, 6H), 7.46 (s br, 
IH), 7.25 (s br, IH) 4.79 (s, 2H), 
4.44 (m, IH), 2.03 (m, 2H), 1.83 
(m, IH), 1.50 (m, IH) 


346 


I 






1 -Method 
A, sep 
cond 2 


white 
solid 


459.88 


1.76 min 
Method E 


460.13 


'H NMR (DMSO) 8 7.84 (d, 2H, 
J=8.0Hz), 7.80 (d, 2H, J=7.7Hz), 
7.65 (d, 2H, J=8.2Hz), 739 (d, 2H, 
J=7.7Hz), 7.47 (sbr, IH), 7.25 (s 
br, IH), 4.78 (AB 2 , 2H, Av=5Hz, 
J. b =17Hz), 4.43 (m, IH), 2.05 (m, 
2H), 1.83 (m,lH), 1.48 (ra, 1H) 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


RcL Time/ 
Method 


M+FT 


NMRData 


347 


/ 




*xx 


1 -Method 
A, sep 
cond 3 


yellow 
waxy 
solid 


437.92 


1.67 mm 
Method E 


438.22 


■H NMR (DMSO) 6 7.81 (m. 4H), 
7.61 (m, 4H), 7.53 (s br. 1H), 7.09 
(sbr, 1H), 4.81 (AB* 2H, Av=5Hz, 
J^lTHz), 433(m,2H), 4.19(1. 
lH,J=6.0Hz), 1.44 (m,6H) 


348 


/■ 






1 -Method 
A, sep 
cond 3 


white 
powder 


480.91 


1.94 mm 
Method E 


M+Na 
503.14 


*H WX/TD /TiXXCOl X T on tA *»n 
a, ixma ^umoijj 0 /.y> (a, ZH, 

J=8.8HzX 7.82 (m,6H), 7.70 (sbx, 

1H), 7.27 (s br, 1H), 5.00 (m, 2H), 

4.51 (m, 2HX 433 (m, 1H), 1.77 

(m,lH), 1.47 (m,6H) 


349 




o 




1-MethodA 


white 
powder 


470.94 


1.59 min 
Method B 


493.17 
M+Na+ 


'HNMR(CDCI 3 )S7.94(d, 
J=8 GHz. 2H\ 7 72 M T=fi fiw* 7TTk 
7.46 (d, J=6.8Hz, 2H), 7.38 (d, 
J=8.0Hz, 2H), 6.25 (a, br, 1H), 5.26 
(s, br, 1H), 437-4.62 (m,3H), 3.90 
(s,3H), 2,45(111, 1H), 1.45 (m, 
1H), 1-27 (d, J=21.2Hz, 3H), 1.17 
(d, J=2 1.6Hz, 3H). 


350 






^X 


22 


white 
solid 


484.88 


1.93 mm 
Method £ 


485.09 


'H NMR pMSO) 5 7.81 (d, 2H, 
J=8.8Hz), 7.63 (m,6H), 7.51 (sbr, 
1H), 7.21 (sbr, 1H), 5.85 (t, 1H, 
56Hz), 4.81(AB 2j 2H,Av=5Hz, 
J^lSHz), 4.42 (t, 1H, J=8.0Hz). 
1.49 (m,4H) 


351 






"a. 


1-MethodA 


white 
solid 


437.92 


1.49 mm 
Method B 


460.13 
M+Na+ ■ 


'HNMR(CDa,)67.72(d, 
J=6.8Hz, 2H), 7.58 (d, J=8.4Hz, 2H), 
7.48 (d, J=8.4Hz, 2H), 7.45 (d, 
J=6.8Hz, 2H), 6.25 (a, br, 1H), 5.28 
(s, br, 1H), 4324.64 (m, 3H), 2.45 
Cm, 1H), 138(m,lH), 1.24 (d, 
1=2 1.2Hz, 3H), 1.21 (d, J=22Hz, 
3H), 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


352 








1-MethodA 


white 
solid 


480.91 


1.76 min 
Method B 


503.12 
M+Na+ 


l HNMR(CDCl 3 )87.69(d, 
J=8.4Hz, 2H), 7.52 (d, J=8.0Hz, 2H), 
7.45 (d, J=8.4Hz, 2H), 7.43 (d, 
J=8.0Hz, 2H), 6.30 (s, br, 1H), 5.44 
(s, br, 1H), 434-4.66 (m,3H), 2.49 
(m,lH), 1.46 (m,lH), 1.26 (d, 
J=2 1.6Hz, 3H), 1.22 (d, J=2 1.6Hz, 
3H), 


353 


/ 


F 




18 


white 
solid 


466.89 


1.41 min 
Method B 


466.16 


'H NMR (CDa 3 ) 8 7.66 (d, 2H, 
J=8.4Hz) 7.45-7.55 (m, 6H), 6.17 (s, 
br, 1H). 5.19 (s, br, 1H), 4.53 (dd, 
2H, J=50Hz, 15Hz), 434-4.37 (m, 
2H), 4.22-4.25 (m, 1H), 2.00-2.05 
(m, 1H), 1.43-1.49 (m, 3H). 


354 






*tx 


18 


white 
solid, , . 


423.90 


1.54mm 
Method B 


424.1 9 


'H NMR (d^DMSO) 6 7.86 (d, 2H, 
J=8.0Hz) 7.48-7.75 (m, 6H), 6.56 (s, 
br,.lH), 5.69 (s, br, 1H), 4.72 (dd, 
2B; J=42Hz, 16Hz), 4.51-4.55 (m, 
3H), 1.43-2.07 (m,4H). 


355 




F 




11 


yellow 
solid 


582.02 


1.47 min 
Method E 


582.22 


'H NMR (DMSO) 5 7.81 (d, 2H, 
J~8.8Hz), 7.63 (d, 2H, J=8.5Hz), 
7.43 (s br, 1H), 7.24 (m, 4H), 4.64 
(s,2H), 4.42 (m,3H), 3.99 (m,2H), 
3.62 (m,6H), 3.23 (m,2H), 1.85 
(m,4H) 


356 






"a. 


11 


brown 
solid 


595.06 


1.42 min 
Method E 


595.23 


'H NMR (DMSO) 8 7.80 (d. 2H, 
J=8.8Hz), 7.63 (d, 2H, J=8.5Hz), 
7.42 (s br, 1H). 7.17 (m, 4H), 4.62 
(s, 2H), 4.41 (m, 1H), 4.18 (m, 2H), 
3.96 (s, 1H), 339 (m, 2H), 3.05 (m, 
7H), 2.78 (s, 3H), 1.97 (m, 3H), 
1.58 (m,lH) 



Ex- 
No. 






R» 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


357 


j 






21 


white 
solid 


437.10 . 


1.50 
Method G 


(M+Na)* 
460.2 


'H NMR (400 MHz, DMSO) 6 7.83 
(d, 2H, 1=8.5), 7.75 (d, 2H, J=83), 
7.68 (s,lH), 7.64 (d, 2H, J=8.6), - 
7.49 (d, 2H, J=8.1), 7.20 (s, 1H), 
4.67 (ABq, 2H, Au=28.3. J A =173), 
4.54 (dd, 1H, J=93. 3.2), 2.23 (m. 
1H), 1.42 (m,lH), 1.25 (d,3H, 
J-21.6), 1.2l(d.3H,J-21.7). 


358 


»v\. 

^ J 






21 


white 
solid 


480.09 


1.76 
Method G 


(M+Na) + 5 
03.2 


*H NMR (400 MHz, DMSO) 8 7.80 
(d, 2H, J=8.6), 7.69 (s, 1H), 7.61 (m, 
4H), 7.50 (d, 2H, J=8.1), 7.22 (s, 
1H), 4.68 (ABq, 2H, Ao-2.7, 
J*=17.1), 437 (dd, 1H, J-9.1, 3.0), 
2.26 (m, 1H), 1.47 (m, 1H), 1.24 (d, 
3H, J=21.5), 1.22 (d, 3H, 1=21.5). 


359 








21 


white 
solid 


470.11 


1.62 . 
Method G 


(M+Naf4 
93.2 


'H NMR (400 MHz, DMSO) 8 7.86 
(d, 2H, J=83), 7.83 (d, 2H, J=8.8), 
7.63 (m, 3H), 7.44 (d, 2H, J=8.3), 
7.18(s, 1H), 4.67 (ABq, 2H, 
□ □=103, ^=17.1), 4.53 (dd, 1H, 
J=9.3, 2.9), 3.85 (s, 3H), 2.22 (m, 
1H), 1.46 (m, 1H), 1.22 (d, 3H, 
J=21.5), 1.19 (d, 3H,J=216). 


360 


7 






18 


white 
solid 


409.87 


1.53min 
Method B 


407.99 
(M-rT) 


*H NMR (COCl 3 ) 8 7.72 (d, 2H, 
J=8.4Hz) 7.58 (d, 2H, J=8.4Hz), 7.50 
(d, 2H, J=8.4Hz), 7.45 (d, 2H, 
J=8.4Hz), 6.29 (s, br.lH), 5.21 (s, 
br, 1H), 4.19^.67 (m, 5H), 2.17-2.28 
(m,lH), 1.49-1.61 (m,lH). 



Ex. 
No. 


R« 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


361 


7 

F 






18 


white 
solid 


452.86 


1.56min 
Method B 


452.85 


'H NMR (CDCI3) 8 7.69 (d, 2H, 
J=8.4Hz) 7.56 (d, 2H, J=8.4Hz), 7.49 
(d, 2H, i=8.4Hz), 7.43 (d, 2H, 
J=8.4Hz), 631 (s, br, 1H), 5.24 (s, 
br, 1H), 4.19-4.62 (m, 5H), 2.16-230 
(m,lH), 1.56-1.63 (m, 1H). 


362 








18 


white 
solid 


456.93 


1.86 min 
Method B 


457.16 


'H NMR (CDC1 3 , 300MHz) 8 7.96 
(d, 2H, 7- 8.4), 7.69 (dd, 2H, J = 
1.8, 8.4), 7.47 (ddd, 2H,J= 1.5, 2.1, 
8.7), 7.42 (d, 2H, J=> 8.4), 6.19 (br s, 
1H), 5.18(brs, lH),4.64(d, 1H,J= 
15.6), 4.42 (d, 1H, J= 15.9), 430- 
435 (m, 2H), 4.18 (t, 1H, ./= 3.6), 
3.90 (s, 3H), 1.89-2.08 (m, 1H), 
138-1.50 (m,3H). 


363 








18 


white 
solid 


456.97 


1.80 min 
Method B 


454.98 
(neg. ion) 


'H NMR (CDC1 3> 300MHz) 8 7.64 
(d, 2H,y= 8.7), 7.42 (d, 2H, J « 8.7), 
7.38 (d, 2H, /= 8.4), 7.26 (d, 2H, J= 
8.4), 6.19 (br, 1H), 5.28 (br s, 1H), 
4.5 1 (d, 1H, J = 15.6), 439 (d, 1H, J 
=* 153), 430-4.35 (m, 2H), 4.18 (t, 
1H, 7=3.6), 1.92-2.08 (m, 1H), 1.55 
(s, 6H), 135-1.50 (m, 3H). 


364 






"a. 


18 


white 
solid 


442.90 


1.73 min 
Method B 


443.12 


'H NMR (CDa 3 , 300MHz) 8 7.81 
(d, 2H, ./= 8.4), 7.59 (dd, 2H, 7= 
1.8, 8.4), 7.29-733 (m, 4H), 6.76 (br, 
1H), 5.80 (br s, 1H), 4.62 (d, 1H, J - 
16^), 4.44 (d, lH,y= 16^), 431 (t, 
1H, J « 6.9), 3.85-4.10 (m, 2H), 
1.70-1.85 (m, 1H), 130-1.48 (m, 
3H). 



Ex- 
No. 




R l 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret. Tunc/ 
Method 


M+H* 


NMRData 


365 


i 


P 




11, sep 
cond 4 


off- 
white 
solid 


585.02 


1.47 min 
Method E 


582.18 


*H NMR (DM SO) 5 7.80 (m, 2H). 
7.62 (m, 2H), 7.42 (m, IH), 7.18 
Cm, 4H), 4.62 (m, 3H), 4.42 (m, 
1H), 4.14 (m, 1HX 4.00 (m, 3H), 
3.58 (m, 4H), 2.93 (m, 1H), 2.70 
(m,2H), 2.01 (m, 2H), 1.85 (m, 
IH), 1.59 (m,lH) 


366 


F 


F 


U 


11, sep 
cond 4 


yellow 
solid 


595.06 


1.43 nrin 
Method E 


595.19 


'HNMR (CDCSa) 6 7.72 (d, 2H, 
J=8.7HzX 7.52 (d, 2H, J=8.8Hz), 
7.14 (m, 1HX 7.01 (m, IH), 6.87 
(m, 1H), 6L24(shr, 1H), 536 (m, 
1H), 4.51 (m, IH), 4.28 (m, 4H), 
3.23 (m, 9H), 2.77 (m, 3H), 1.94 
(m,3H), 1.40 (m, 1H) 


367 


■vrv. 

y 






11, sep 
cond 4 


white 
solid 


595.06 


1.42 min 
Method E 


595.20 


'H NMR (DMSO) 6 7.80 (m, 2H), 
7.62 (m,2H), 7.42 (sbr, 1H), 7.18 
(m, 4H), 4.61 (m, 2H), 4.42 (m, 
1H), 4.14 (m,2H), 3.72 (m, 1H). 
3.57 (m,lH), 332 (a, 3H), 2.75 (m, 
6H), 2.27 (m, ZH), 1.97 (m,3H), 
1.60 (m,lH) 


368 




F 




11, sep 
cond 4 


dark 
yellow 
solid 


546.04 


1.55 min 
Method E 


546.20. 


*H NMR (GDCI3) 8 7.77 (d, 2H, 
J=83Hz), 7.61(d,2H, J=8.5Hz), 
7.53 (m, 1H), 7.19 (m, 4H), 4.67 
(ABq, 2H, Av=35, J A =1 6Hz), 4.30 
(m, 6H), 4.01 (m, 4H), 3.48 (m, 
4H), 1.68 (m,lH), 1.49 (m, 4H) 



Ex. 
No. 


R 1 


R 2 


R* 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


369 


J 




"a. 


11, sep 
cond 4 


orange- 
yellow 
solid 


559.08 


1.29 min 
Method E 


559.22 


'H NMR (DMSO) 8 7.77 (d, 2H, 
J=8.3Hz), 7.60(d,2H,J=8.3Hz). ' 
7.50 (s br, 1H), 7.16 (m, 4H), 4.65 
(ABq, 2H, AvO20, J^ieHz), 433 
(m,2H), 4.18 (m,4H), 3.17 (m, 
7H), 2.78 (s,3H), 1.67 (m, 1H), 
1.50 (m,5H) 


370 


y 






11, sep 
cond 4 


yellow 
solid 


528.05 


1.32 min 
Method E 


528.17 


•H NMR (DMSO) 6 7.74 (d, 2H, 
J=8.3Hz), 7.60 (d,2H, J=8.3Hz), 
7.44 (s br, 1H), 7.35 (d, 2H, 
J=8.5Hz), 7.08 (s br, 1H), 6.95 (d, 
2H, J=8.5Hz), 4.68 (ABq, 2H, 
Av=24, 1^=1 6Hz), 3.77 (m, 13H), 
1.66 (m,lH), 1.45 (m, 5H) 


371 


F 






11, sep 
cond 4 


light- 
orange 
solid 


541.09 


1.26 min 
Method E 


541.24 


'H NMR (DMSO) 8 7.77 (d, 2H, 
J=8.3Hz), 7.59 (d, 2H, J=8.3Hz), 
7.43(sbr,lH), 731 (d,f : 
J=8.5Hz), 7.08 (sbr, 1R>,-«#.o7 (d, 
2H,J=8.8Hz), 4.66 (ABq, 2H, 
Av=16, J^loHz), 4.22 (m, 5H), 
3.17 (m,8H), 2.77 (m,3H), 1.65 
(m, 1H), 1.46 (m,5H) 


372 


y 






18,8 


amber 
glass 


511.05 


1.09 min 
Method A 




511.21 


'H NMR, 400Hz, (CDC1 3 ) 8 7.66 (d, 
2H, J=8.0Hz), 7.43 (d, 2H, J=8.0Hz), 
7.26 (d, 2H, J-8.0Hz), 7.21 (d, 2H, 
J=8.0Hz), 6.25 (s, br, 1H), 5.45 (a, 
br, 1H), 4.52 (d, 1H, J,b=12.0Hz), 
4.38 (d, 1H, 4,=12.0Hz), 4.29 (m, 
2H), 4.18 (t, IH, J=6.0Hz), 3.72 (m, 
1H), 3.47 (s, 2H), 2.29 (s, 3H), 2.0 
(m,2H),1.83(m,2H) 



Ex. 
No. 


R 1 


R 2 




Reaction 
Srhrme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


373 


/ 

F 


o 




18,8 


amber 
glass 


498.01 


1.40 min 
Method A 


498.20 


H NMR, 400Hz, (CDOj) 6 7.66 (d, 
2H, J=S.0Hz), 7.44 (d, 2H, J=8.0Hz), 
7.27 (d, 2H, J=8.0Hz), 7.22 (d, 2H. 
J=8.QHzX 6.24 (s. br, 1H), 5.42 (s, 
br, IH), 4.52 (d, IH, J*=12.0Hz), 
438 (d, IH, J*=12.0Hz), 4.29 (m, 
2HX 4.18 (m, IH), 3.68 (t, 4H, 
J=4.0Hz), 3.45 (s, 2H), 2.40 (s, br, 
4H), 1.99 (m, IH), 1.45 (m, 3H) 


374 


y 

r 






18,8 


amber 
glass 


529.08 


1.17 min 
Method A 


529.22 


'H NMR, 400Hz, (CDC1 3 ) 8 7.68 (d, 
2H, J=8.0Hz), 7.46 (d, 2H, J=8.0Hz), 
7.25 (t, IH, J=6.0Hz), 7.05 (t, IH, 
J==6.0Hz), 6.28 (s, br, 1H), 5.49 {&. 
br, 1H), 4.54 (d, IH, J^l 2.0Hz), 
4.33 (m, 2HX 4.22 (m, IH), 3.57 (a, 
2H). 232 (s, 3H), 2.01 (m, IH), 1.44 
(m,2H) 


375 


J 

y 






18,8 


amber 
glass 


516.00 


1.10 rain 
Method A 


516.17 


"H NMR, 400Hz, (CDC1 3 ) 8 7.68 (d, 
2H, J=8.0Hz), 7.45 (d, 2H, J=8.0Hz), 
7.28 (t, IH, J=6.0Hz), 7.06 (t, 2H, 
J-*.0Hz), 6.24 (s, br, IH), 5.40 (s, 
br, IH), 4.53 (d, IH, J^l^OHz), 
4.36 (d, IH, J^l^OHz), 434 (m, 
2H), 4.21 (m, IH), 3.69 (t, 4H, 
J=4.0Hz), 3.53 (s, 2H), 2.44 (s, br, 
3H), 2.0 (m, IH), 1.45 (m, 2H) 


376 


F 






18 


white 
solid 


451.91 


1.39min 
Method B 


451.90 


*H NMR (CDC1 3 ) 8 8.55 (s, IH), 
8.09 (s, IH), 7.75 (d, 2H, J=8.0Hz) 
7.62 (d, 2H, J=8.4Hz), 7.47-7.51 (m, 
4H), 636 (s, br, IH), 5.28 (s, br, 
IH), 431-4.62 (m, 5H), 2.16-230 
(m,lH), 1.56-1.66 (ra, IH). 



Ex. 
No. 


R 1 


R 2 


R* 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


377 


/ 

F^F 


*~tX 


U 


22 


white 
solid 


441.89 


1.65 min 
Method E 


M+Na 
464.01 


l H NMR (CDC1 3 ) 8 7.69 (d, 2H, 
J=8.3Hz), 7.60(d,2H,J=83Hz), 
7.49 (m,4H), 6.18 (s br, IH), 5.67 
(tt, IH, J=56Hz, 4.0Hz), 5.22 (s br, 
IH), 4.52 (AB 2 , 2H, Av=16, 
J^lOOHz), 434(m, IH), 2.03 (in, 
IH), 1.68 (m, IH), 138 (in, IH), 
0.86 (m, IH) 


378 


r 1 

F 






18 


white 
solid 


450.92 


1.52min 
Method B 


450.91 


•H NMR (CDC1 3 ) 8 7.91 (s, IH), 
7.71 (m, 3H) 7.63 (d, 2H, J=8.4Hz), 
7.50 (d, 2H, J=8.4Hz), 7.41 (d, 2H, 
J=8.4Hz), 6.47 (s, IH), 634 (s, br, 
IH), 5.18 (s, br, IH), 430-4.60 (m, 
5H), 2.14-2.29 (m, IH), 1.56-1.66 
(m,lH). 


-379 


F^ 




U 


18 


white 
solid 


468.96 


1.53min 
Method B 


469.04- 


^H NMR (COO,) 8 8.64 (s, IH), 
7.98 (d, 2H, J=8.4Hz), 7.75 (d, 2H, 
J^8.4Hz), 7.45-7.50 (m, 4H), 635 (s, 
br, IH), 5.20 (s, br, IH), 4.22-4.64 
(m, 5H), 2^0-235 (m, IH), 1.54- 
1.62 (m, IH). 


380 


y 






18 


white 
solid 


464.95 


1.54 min 
Method B 


464.99 


^H NMR (CDC1 3 ) 8 8.54 (s, IH), 
8.10 (s, IH), 7.73 (d, 2H, J=8.4Hz), 
7.62 (d, 2H, J=8.4Hz), 7.48-7.52 (m, 
5H), 6.22 (s, br, IH), 5.18 (s, br, IH), 
432-A.69 (m, 5H), 2.09-2.19 (m, 
IH), 1.44-1.61 (m,3H). 


381 




N 


"a 


18 


white 
solid 


465.94 


1.49min 
Method B 


465.96 


"H NMR (CDC1 3 ) 8 8.55 (s, IH), 
8.09 (s, IH), 7.73 (d, 2H. J=8.4Hz), 
7.62 (d, 2H, J=8.4Hz), 7.47-7.51 (m, 
4H), 636 (s, br, IH), 5.28 (s, br. IH), 
431-4.66 (m, 5H), 2.10-2.39 (m, 
IH), 1.56-1.66 (m,3H). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 


Appearance 


CalcMW 


Ret Tune/ 
Method 


M+H* 


NMR Data 


382 


& 

F^S 






1 -Method A 


white 
solid 


501.92 


l-53min 
Method B 


502.1 


'H NMR (CDCb) 5 8.56 (s, IH), 
8.10 (s, 1H), 7.72 (d, 2H, J=8.4Hz), 
7.64 (d, 2H, J=8.4Hz), 7.49-7.52 (m, 
4H), 6.23 (s, br, IHX 5.22 (s, hr, IH), 
432-4.64 (m, 3H), 1.44-2.20 (m, 
4H). 


383 


F^F 




*tx 


1-MemodA 


white 
solid 


500.93 


1 .66min. 
Method B 


501.13 


•H NMR (CDCh) 8 7^1 (s, 1HX 
7.41-7.78 (m, 9H), 6.47 (s, 1H), 6J23 
(s, bx, 1HX 5.27 (a, br, IH), 430-4.59 
(m,3H), 1.47-2.21 (m,4H). 


384 


? 

F 


F 




18, 11 


beige 
solid 


532.01 


136 mm 
Method E 


532.18 


! H NMR (DMSO) 6 7.80 (d, 2H, 
J=83HzX 7.61 (d, 2H, J=83Hz), 
7 36 (s br. 1HX 7.23 (s bx, 1H), 7.19 
(m, 3H), 4.64 (ABq, 2H, Av=16, 
1^=1 6Hz), 431 ft IH, J=8.0Hz), 
4.42 (m, 2H), 4.03 (m, 12H), 2.02 
(m, lH), 1.82 (m, 1H) 


385 


T 
r 

F 




^(X 


18, 11 


pale orange 
solid 


545.05 


1.32 min 
Method E 


545.25 


•H NMR (DMSO) 6 7.79 (d, 2H, 
J=83Hz), 7.60(d,2H,J=83Hz), 
7 .54 (s hi, 1H), 7.14 (m, 5H) t 4.62 
(ABq, 2H, Av=8.0Hz, 1^=1 6Hz), 
4.51 ft IH, J=8.0Hz), 4.24 (m, 5H), 
3.17 (m,8H), 2.78 (m,3H), 2.02 
(m, 1HX 1.81 (m, 1H) 


386 


F 




*rx 


18, 11 


yellow residu 


i 514.02 


1.33 min 
Method E 


514.20 


l H NMR (DMSO) 6 7.80 (d, 2H, 
J=8.3Hz), 7.61 (d, 2H. J°8.3Hz), 
7.48 (sbr, 1H), 733(d,2H, 
J=8.3Hz), 7.15 (sbr, IH), 6.95 (d, 
2H. J=8.3Hz), 4.65 (ABq, 2H, 
Av=8.0Hz, J^lottz), 3.86 (m, 
15H), 2.03 (m, IH), 1.79 (m, IH) 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc. MW 


Ret Time/ 
Method 


M+H* 


NMR Data 


387 








18, 11 


orange 
solid 


527.06 


1.28 min 
Method E 


527.20 


'H NMR (DMSO) 6 7.79 (d, 2H, 
J=8.3Hz), 7.60 (d, 2H, J=8.3Hz), 
7.47 (s br, IH), 7.30 (d, 2H, 
J=8.3Hz), 7.15 (sbr, IH), 6.89 (d, 
2H, J=83Hz), 4.63 (ABq, 2H, 
Av=8.0Hz, J A =16H2), 4.48 (t IH, 
J=8.0Hz), 4.15 (m,4H), 3.24 (m, 
10H), 2.79 (m,3H), 2.03 (m, IH), 
1.80 (m,lH) ! 


388 




^X~o 




18, 11 


tan 
solid 


560.06 


1.65 min 
Method E 


559.14 


'H NMR (DMSO) 5 7.76 (d, 2H, 
J=83Hz), 7.59 (ra, 3H), 7.21 (s br, 
IH), 7.08 (sbr, IH), 7.04 (m,2H), 
4.53 (m, 5H), 3.92 (m, 4H), 3.45 
(m, 6H), 2.25 (m, IH), 1.54 (m, 
IH), 1.25 (d, 3H, J=20Hz), 1.22 (d, 
3H, J=20Hz) 


389 


V 






18 


yellow 
solid 


478.91 


1.55min 
Method B 


491.04 
(M*Na) 


'H NMR (CDCI 3 ) 6 7.92 (s, IH), 
7.72-7.76 (m, 3H), 7.65 (d, 2H, 
J=8.4Hz) 7.52 (d, 2H, J=8.4Hz), 7.40 
(d, 2H, J=8.4Hz) 6.47 (s, IH), 630 
(s, br, IH), 5.21 (s, br, IH), 4.27-4.57 
(m, 3H), 2.51-2.60 (m, IH), 1.53- 
1.65 (m,2H). 


390 


F 


^0 




18 


white 
solid 


469.90 


1.48min 
Method B 


470.1 


*H NMR (CDa 3 ) 5 7.90 (s, IH), 
7.40-7.76 (m, 9H), 6.50 (s, IH), 6.27 
(s, br, IH), 5.22 (s, br, IH), 4.25-4.55 
(m, 3H), 2.49-2.58 (m, IH), 131- 
1.62 (m,2H). 



Ex. 
No. 




R 1 


R 1 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMRData 










18, 6 


white 
solid 


469.97 


139 min 
Method A 


470.09 


'H NMR (MeOD, 400MHz) 8 7.77 
(ddd, 2H, J = 2,0. 2.4, 8.8), 7.71 (d, 
2H. J = 8.4), 7.51 (ddd, 2H, J = 2.0, 
2.4. 8.8), 7.48 (d, 2H, /= 8.0), 4.80 
(d, IH, J = 16.4), 4.72 (d, IH, J = 
16.4), 4.47 (t, 1H, J = 7.2), 4.05-4.28 
(m. 2H), 338 (q, 2H, /= 7.2). 1.70- 
1.85 (m, IH), 130-1.48 (m, 3H), 
1.20 (t, 3H,J = 7.2). 


392 


I 


>^ OM 


XL. 


18,6 


white 
solid 


500.00 


1.57 mm 
Method A 


500.10 


'H NMR (MeOD, 400MHz) 8 7.72- 
7.81 (m, 4H), 7.48-7.52 (m, 4H), 
4.80 (d, IH, 7- 16.4), 4.72 (d, IH, J 
= 16.4), 4.47 (t, IH, 7=7.2), 4.05- 
4.28 (m, 2H), 3.54 (s, 3H), 3.25-236 
(m, 4H), 1.70-1.85 (m, IH), 130- 
1.48 (m,3H). 


393 


F ^-"^ 


nit 

I 


Xi 


18,6 


white 
solid 


484.00 


1.65 min 

iYlCUJOa A 


484.12 


l H NMR (MeOD, 400MHz) 8 7.79 
(d, 2H, ./ = 8.8). 7.50-7.54 (m, 4H). 
7.29-733 (m, 2H), 4.79 (d, IH, J= 
16.4), 4.72 (d, 1H, /= 16.4), 4.47 (t, 
111, J — 7.2), 4.05-4.28 (m, 2H), 
3.52-356 (m, 2H), 3.03 and 2.94 (2 
s, 3H), 1.70-1.85 (m, 1H), 130-1.48 
(ra,3H), 1.15-1.25 (m,3H). 


394 






*xX 


18.6 


white 
solid 


533.03 


1 36 min 
Method A 


533.15 


'H NMR (MeOD, 400MHz) 5 8.48 
(d, IH, J = 4.8), 7.76-7.82 (m, 5H), 
7.50-7.53 (m. 4H), 7.41 (d, IH, J = 
8.0), 7.28-730 (m, IH), 4.82 (d. IH, 
J- 16.0), 4.72(d, IH, 7 =16.4), 4.67 
(s. 2H), 4.48 (t, IH, J =» 7.2), 4.05- 
4.28 (m, 2H), 1.70-1.85 (m, IH). 
1 30-1.48 (m,3H). 



Ex. 
No. 


R l 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret. Time/ 
Method 


M+H* 


NMRData 


395 








18.8 


amber 
glass 


501.98 


1.17 min 
Method A 


502.25 


*H NMR, 400Hz, (CDCU) 5 7.77 (d, 
2H, J=8.0Hz), 7.51 (d, 2H, J=8.0Hz), 
7.42 (t, IH, J=6.0Hz), 7.26 (d, 1H,t 
J=6.0Hz), 7.14 (d, IH, J=6.0Hz), 
635 (s, br. IH), 6.07 (s, br, IH), 4.82 
(d, IH, J^n-OHz), 435 (m, IH), 
4.19 (m, 5H), 339 (s, br, 4H), 3.48 
(d, br, IH), 2.90 (d, br, IH), 2.20 (m, 
IH), 1.50 (m,lH) 


396 






xx 


18,8 


amber 
glass 


515.02 


1.21 min 
Method A 


515.27 


■H NMR, 400Hz, (CDC1 3 ) 8 7.76 (d, 
2H, J=8.0Hz), 7.50 (d, 2H, J=8.0Hz). 
7.32 (m, IH), 7.19 (d, IH, J=8.0Hz), 
7.07 (d, IH, J=8.0Hz), 635 (s, br, 
IH), 5.67 (s, br, IH), 4.86 (d, IH, 
J^n.OHz), 4.70 (s, 2H), 4.56 (m, 
2H), 4. 17 (m, 6H), 2.80 (s, 3H), 2^2 
(m. lH),1.54(m,lH) 


397 






XX 


18,8 


amber 
glass 


483.98 


K21 min 
Method A 


483.98 


*H NMR, 400Hz, (CDa 3 ) « " ^ (d, 
2H,J=8.0Hz).7.5l(d,? ? 0Hz), 
7.41 (d, 2H, J=8.0Hz). 7:3r(d, 2H, 
J=8.0Hz), 634 (s, br, IH), 6.05 (s, 
br, IH), 4.83 (d, IH, J^n.OHz), 
4.51 (m, IH), 4^0 (m, 4H), 3.94 (m, 
5H), 3.51 (d, 1H, J=12.0Hz), 3.40 (d. 
lH,J=12.0Hz),2.89(t,lH, 
J=6.0Hz), 2.76 (t, IH, J=6.0Hz), 2.20 
(m, IH), 1.51 (m, 1H) 



Ex. 
No. 


R 1 


R 2 


R J 


Reaction 


Appearance 


Calc.MW 


Ret. Time/ 
Method 


M+H* 


NMRData 


398 




/-v O 




18,8 




497.03 


1.16 mm 
Method A 


498.74 


*H NMR, 400Hz, (CDCI3) 6 7.76 (d, 
2H. J=8.0Hz), 7.5 1 (d, 2H, J-S.OHz), 
7_37 (d, 2H, J^c.OHz), 7.27 (d, 2H, 
J=8.0Hz), 631 (s, br, 1HX 5.80 (s, 
tar. IH). 4.82 (d, 1H, J^lZQHz), 
4.55 (m, 2HX 4.16 (m, 5H), 3.82 (d, 
1H), 2.78 (s, 3H), 2.21 (m, 1H), 1.52 
(m,lH) 


399 








20, 11 


colorless 
residue 


573.1! 


1.63 rain 
Method E 




'H NMR (DMSO) 6 7.76 (d, 2H, 
J=83Bz\ 7J9(id,3H), 7.20 (sbr, 
1H), 7.08 (s far, 1HX 7.03 (m, 2H), 
4 .53 (m, 1 1H), 3.92 (m, 4H), 3.45 
(m,3H), 2^4 (m, IH), 1.54(m, 
IH), l-25(d,3H,J=20HzX 1-22(4 
3H.J=20Hz) 


400 


T 
p^Np 

F 






11 


Ught 
yellow 
solid 


564.03 


l.Slmin 
Method E 


564.19 


'H NMR (DMSO) 5 7.81 (d, 2H, 
J=S.3Hz), 7.63 (d, 2H, J=83Hz), 
7.36(m,3HX 7.20 (sbr, IH), 6.96 
(d, 2H, J=8.0Hz), 4.64 (s,2H), 437 
(m, 3H), 4.00 (m, 2H), 3.61 (m, 
6HX 3.21 (111,211), 1.97 (m,2H), 
1.82 (m,lH), 1.60(111. 1H) 


401 








11 


pale 
orange 
solid 


577.07 


1.47mm 
Method E 


577.20 


*H NMR (DMSO) 8 7.80 (d, 2H, 
J=8.0Hz), 7.62 (d, 2H, J=8.0Hz), 
733(m,3H), 7.20 (sbr, 1H), 6.89 
(d, 2H, J=8.0Hz), 4.63 (s,2H), 4.39 
(m, IH), 4.10 (m, 2H), 3.25 (m, 
10H), 2.77 (s, 3H). 1.89 (m, 2H), 
1.81 (m,lH), 1.60 (m,lH) 



Ex. 
No. 


R 1 


R a 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


402 






*xx 


20, 11 


pale 
yellow 
residue 


542.07 


1.51min 
Method E 


542.21 


r H NMR (DMSO) 8 7.77 (d, 2H, 
J=8.0Hz), 7.59(d,2H.J=8.0Hz), 
7.55 (sbr, IH), 7.26 (d, 2H, 
J=8.0Hz), 7.15 (sbr, IH), 6.90 (d. 
2H, J=8.0Hz), 4.52 (m, 211), 432 
(m, 2H), 4.00 (m, 2H). 3.71 (m, 
2H). 338 (m, 7H), 2.23(m, IH), 
1.55 (m, IH), 1.23 (d, 3H, J-20Hz), 
1.21(d,3H,J=20Hz) 


403 






*tX 


20, 11 


light 
orange 
solid 


555.12 


1.45min 
Method E 


555.27 


'H NMR (DMSO) 5 7.76 (d, 2H, 
J=8.0Hz), 7.58 (d, 2H, J=8.0Hz). 
7.54 (s br, IH), 7.22 (d, 2H, 
J~8.0Hz), 7.16 (sbr, IH), 6.84 (d, 
2H, J=8.0Hz), 4.52 (m, 2H), 4.13 
(m, 2H), 3.25 (m, 1 IH), 2.79 (m, . 
3H), 2.20 (m, IH), 1.56 (m, IH), 
1.23(d\3H,J=20Hz), 1.20 (d,3H, 
J=20Hz) 


404 


F 






18, 11 


pale 
yellow 
residue 


532.01 


1.43 rain 
Method E 


532.18 


•H NMR (DMSO) 8 7.81 (d, 2H, 
J=8.0Hz), 7.62(d,2H,J=8.0Hz), 
7.48 (s br, IH), 734(d,2H. 
J=8.0Hz), 7.25 (s br, IH), 6.96 (d, 
2H, J=8.0Hz), 5.72 (tt, IH, J=8.0Hz, 
56Hz), 4.61 (s, 2H), 4.52 (t, IH, 
J=8.0Hz), 433 (t, 2H, J=8.0Hz), 
3.96 (m,2H), 3.56 (m,2H), 3.22 
(m, 2H), 2.24 (m, IH), 1.95 (m, IH) 



Ex. 
No. 


R' 




R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


405 


F 






18,11 


pale 
yellow 
solid 


545.05 


1.37min 
Method E 


545.19 


'H NMR (DMSO) 5 7.81 (d, 2H, 
J=8.0Hz), 7.61 (d, 2H, J=8.0Hz), 
7.46 (sbr, 1H), 730(d,2H, 
J=8.0Hz), 7.25 (sbr, IH), 6.89 (d, 
2H, J=8.0Hz), 5.64 (m, 1H), 4.60 (s, 
2H), 4.52 (t, IH, >=8.0HzX 4.1 1 (rn, 
2H), 3.17(m,10H), 2.77 (m, 3H), 
2.24 (m, 1H). 1.96 (m, 1H) 


406 


F 






18, 11 


yellow 
residue 


550.00 


1.43min 
Method E 


550.16 


'H NMR (DMSO) 8 7.80 (d, 2H, 
J=8.0Hz), 7.62 (d, 2H, J=8.0Hz), 
7.56 (sbr, 1H), 7.23 (m,4H), 5.80 
(tt, IH, J*4.0Hz, 56Hz), 3.93 (m, 
15H), 2.29 (m,lH), 1.99 (m, IH) 


407 


T 

V 

F 






18, 11 


orange 
solid 


563.04 


1.37min 
Method E 


563.21 


'H NMR (DMSO) 6 7.80 (d, 2H, 
J=8.0Hz), 7.62 (d, 2H, J=8.0Hz), 
7.55 (s br, 1H), 7.29 (s br, IH), 7.15 
(m, 3H), 5.78 (tt, IH, J=4.0Hz, 
56Hz), 4.56 (m, 3H), 4.21 (m, 2H), 
3.22 (m, 10H), 2.79 (m, 3H), 2.30 
(m, IH), 1.97 (m, IH) 


408 


y 






18, 10, sep 
cond 5 


clear ofl 


442.94 


0.993 min 
Method B 


443.19 


l H NMR (CDC1 3 ) 8 8.07 (s, IH), 
7.67 (d, J=6.8Hz, 2H), 7.55 (d, 
J=8.8Hz, IH), 7.44 (d, J=6.8Hz, 
2H), 6.47 (d, J=8.8Hz, IH), 6.30 (s, 
br, IH), 5.45 (s, br, IH), 4.20-4.46 
(m,5H), 3.12 (s,6H), 1.22-1.85 (m, 
4H). 



Ex. 
No. 


R' 


R 1 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+FT 


NMR Data 


409 


y 


*TX 


U 


18, 10, sep 
cond 5 


clear oil 


442.94 


0.993 min 
Method B 


443.19 


*H NMR (CDClj) 8 8.07 (s, 1H), 
7.67 (d, J=6.8Hz, 2H), 7.55 (d, 
J-8.8HZ, IH), 7.44 (d, J=6.8Hz, 
2H), 6.47 (d, J=8.8Hz, IH), 6.30 (s, 
br, IH), 5.45 (s, br, IH), 4.20-4.46 
(m,5H), 3.12 (a, 6H), 1.22-1.85 (m, 
4H). 


410 






"a. 


20,8 


amber 
glass 


512.04 


1.44 min 
Method B 


512.20 


'H NMR, 400Hz, (CDC1 3 ) 8 7.69 (d, 
2H, J=8.0Hz), 7.42 (d, 2H, J=8.0Hz), 
7.22 (dd, 4H, J=8.0Hz), 6.27 (s, br, 
IH), 5.26 (s,.br, IH), 4 .58 (d, IH), 
4.43 (d, IH, J^-ie.OHz), 436 (d, 
IH, Jrf.-16.0Hz), 3.68 (m, 6H), 3.46 
(s, 2H), 2.45 (m, 6H), 1.53 (m, IH), 
1.26 (d, 3H, J=20.0Hz), 1.17 (d, 3H, 
J=20.0Hz) 


411 






*cx 


20,8 


amber 
glass 


525.08 


138 min 
Method B 


525.24 


'H NMR, 400Hz, (CDC1 3 ) 6 7.69 (d, 
2H, J=8.0Hz), 7.42 (d, 2H, J=8.0Hz), 
7.22 (dd. 4H, J=8.0Hz), 6.26 (s, br, 
IH), 5.24 (s, br, IH), 4.57 (m, IH), 
4.43 (d, IH, J, b ~16.0Hz), 435 (d, 
IH, Jrf.~16.0Hz), 3.48 (s, 2H), 2.47 
(m, 7H), 230 (s, 3H), 1 .26 (d, 3H, 
J=22.0Hz), 1.18 (d, 3H, J=22.0Hz) 


412 


F 




"a. 


18 


white 
solid 


427.87 


139 min 
Method B 


428.13 


*H NMR (CDC1 3> 400MHz) 6 7.72 
(dd, 2H, J = 2.0, 8.8), 7.61 (d, 2H, / 
=8.4), 7.53 (dd, 2H,y^2.0, 8.4), 7.45 
(d, 2H, /-8.0), 632 (br s, IH), 5.73 
(tm, IH, y H -F =57), 5.22 (br s, IH), 
4.64 (d, IH, 16.4), 4.5O4.60 (m, 
IH), 4.28 (d, 1H, J = 16.4), 2.42-2.60 
(m,lH), 1.50-1.63 (m, IH). 



Ex. 
No. 


R 1 


R 1 


R' 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Tone/ 
Method 


M+H* 


NMRData 


413 


T 

F 






18 


white 
solid 


470.86 


1.69 mm 
Method B 


471.13 


*H NMR (CDCb, 400MHz) 6 7.69 
(dd, 2H, J = 1.6, 8.8X 7 36 (d, 2H, y 
=8.4), 731 (ddd, 2H, 7=2.0, 2.4, 
8.4), 7.43 (d, 2H, J =8.4X 632 (br s, 

Utft J. tJ (XJTi, 1U, =J /J, ^DT 

s, 1H), 4.60 (d, 1H, 7= 15.6), 4.50- 
4.60 (m, 1H), 432 (d, 1H,7= 15.6), 
2.50-2.60 (m, IH), 135-1.70 (m, 
IH). 


414 


-J 






18, 13 


white 


480.95 


1.41 min 
mcinou d 


48m 


*H NMR (CDCI3, 400MHz) 8 7.96 
(d, 2H, J= 8.4), 7.70 (d, 2H, J= 8.4X 
7.47-7.50 (m. 4H), 6.22 (hr s, 1H), 
5.18 (brs, lH),4.66(d,lH,y= 
15. by, 4.43 (d, IH, y = 15.6), 430- 
435 (m, 2H), 4.19-4.21 (m, IH), 
2.61 (s, 3H), 1.93-2.08 (m, IH), 
138-130 (m,3H). 


415 


■J 


i 




18, 10 


white 
foam 


428.92 


134 
Method B 


429.18 


'H NMR (CDQj) TFA salt 8 8. 10 (s, 
IH), 8.04 (d, IH, J=9.2Hz), 7.76 (d, 
2H, J=6.8Hz), 732 (d» 2H, J=6.8Hz), 
6.80 (d, 2H, J=9.2Hz), 6.46 (s, IH), 
6.00 (s, IH), 4.60 (d, IH, J=*15.6Hz), 
4.54 (dd, IH, *=57Hz, 6.2Hz), 430 
(m, IH), 4.18 (m, IH), 4.07 (d, IH, 
J=15.6Hz), 3.29 (s, 6H), 2.25 (m, 
IH), 135 (m, IH). 



Ex. 
No. 


R 1 


R 2 


R* 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


416 








1 -Method A 


off-white 
solid 


463.91 


1.50 min 
Method B 


464.11 


'H NMR (CDCI3, 300MHz) 8 8.72 
(d, IH, J- 2.4), 7.82 (dd, IH, 7= 
2.7, 8.4), 7.55 (d, 2H, J « 8.1), 7.47 
(d, 2H, J = 8.1), 737 (d, IH, J= 8.4), 
5.97 (br s, IH), 5.26 (br s, IH), 4.62 
(d, lH,y= 16.2), 4.54 (d, 1H.7- 
15.9), 4.44 (t, lH,y=7.5), 1.70-1.77 
(m, IH), 135-1.43 (m, IH), 1.21- 
131 (m, IH), 0.85 (d, 3H, J = 6.3), 
0.67 (d, 3H,y= 6.6). 


417 








1-Method A 


white 
solid 


453.95 


137 min 
Method B 


454.14 


'H NMR (CDC1 3 , 300MHz) S 8.71 
(d, IH, y = 3.0), 7.96 (d,2H,y= 8.1), 
7.85 (dd, IH, J = 2.4, 8.4), 737-7.43 
(m, 3H), 5.99 (br s, IH), 5.24 (br 3, 
IH), 4.61 (d, IH, 7 = 15.9), 4.53 (d, 
lH,y= 15.9), 4.41 (t, lH,y=7.2), 
3.91 (s, 3H), 1.70-1.76 (m, IH), 
1.35-1.43 (m, IH), 1.21-I3I (m, 
IH), 0.82 (d, 3H, y = 6.6), 0.66 (d, 
3H,y=6.6). 


418 








1 -Method A 


white 
solid 1 


420.92 


1.64 min 
Method A 


421.15 


'H NMR (CDC1 3 » 300MHz) 6 8.74 
(d, IH, y = 2.4), 7.90 (dd, IH, J - 
2.4, 8.4), 7.61 (d, 2H, y= 8.4), 730 
(d,2H,y-8.4), 7.44 (d, lH,y=8.4), 
5.92 (br s, IH), 5.22 (br s. IH), 4.65 
(d, IH, y~ 16.5). 4.52 (d, IH, J = 
16.5), 4.40 (t, IH, y=7.5), 1.65-1.74 
(m, IH), 1.33-1.40 (m, IH), 1.18- 
1.25 (m, IH), 0.83 (d, 3H, y - 6.6), 
0.66 (d,3H,y= 6.6). 



Ex. 
No. 


n 1 

K 


R 


R 1 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret. Time/ 
Method 


M+H* 


NMRData 


419 


V 


o 




7 


white 
solid 


52S.12 


135 min 
Method A 


528.26 


*H NMR (CDC1>, 500MHz) 5 7.72 
(d, 2H, J = 8.6), 7.51 (d, 2H, J = 8.8), 
6.65 (s, 1HX 535 (s, 1H), 4.14 (dd, 
1H, J= 5.1, 9.5), 3.63-3.75 (m, 2H), 
335-3 .55 (m, 3H), 3.25 (dd, 1H, J= 
9.8, 14), 2.98 (dd, 1H.J-4.5, 14), 
235-2.87 (m, 8H), 1.77-1.92 (m, 
3H), 1.59 (d,2H, 7=13), 1.05-130 
(m, 3H), 0.75-0.80 (m, 1H), 0.72 (d. 
3H, J= 6.4), 0.67 (d, 3H, J- 6.7). 


420 


V 


o 




7 


white 
solid 


515.08 


1.56 min 
Method A 


51533 


'H NMR (CDC1 3 , 500MHz) 6 7.71 
(d, 2H, J = 8.5), 7.50 (d, 2H, J - 8.5), 
6.65 (s, 1H), 5.47 (s, 1H), 4.13 (dd, 
1H, 7= 5.2, 9.2), 3.60.3.75 (m, 6H), 
3.15-330 (m, 6H), 2.97 (dd, IH, 7- 
4.6, 14), 2.71 (dd, 2H,7= 14, 25), 
1.75-1.92 (m, 3H), 1.67 (d, 1H, 7= 
12), 1.05-130 (m, 3H), 0.75-0.81 (m, 
1H), 0.71 (d, 3H, 7= 6.7), 0.65 (d, 
3H,7=6.7). 


421 


V 


o 




7 


white 
solid 


460.00 


1.68 min 
Method A 


460.17 


'H NMR (CDC1 3 , 500MHz) 8 7.73 
(d, 2H, 7 = 8.5), 7.50 (d, 2H, 7= 8.6X 
6.65 (s, 1H), 535 (s, 1H), 4.15 (dd, 
3H, 7 = 5.2, 9.5), 3.67 (s, 3H), 3.25 
(t, 1H, 7= 10), 3.97 (dd, 1H, 7 = 4.8, 
14), 2.61-2.80 (m, 2H), 1.74-1.94 (m, 
3H), 0.89-1.40 (m, 4H), 0.75-0.80 
(m, 1H), 0.72 (d, 3H, 7 - 6.4), 0.67 
(m.SH.J-e.T). 



Ex. 
No. 


R 1 


R* 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H+ 


NMRData 


422 


V 




^X 


1 -Method A 


tan 
solid 


491.81 


1.84min 
Method B 


491.04 


'H NMR (CDCI3) 5 7.71 (d, 2H, 
J=8.0Hz), 7.50-7.58 (m, 2H), 7.41 (d, 
2H, J=8.0Hz), 7.17-7.22 (m, 1H), 
6.23 (s, br, 1H), 5.25 (s, br, 1H), 4.41 
(dd, 2H, J=50Hz, 15Hz), 43M.35 
(m, 1H), 1.80-1.86 (m, 1H), 1.41- 
1.44 (m, IH), 1.1 1-1.15 (m, 1H), 
0.81 (d, 3H, J=7.0Hz), 0.71 (d, 3H, 
J=7.0Hz). 


423 








1 -Method A 


white 
solid 


424.09 


1.54 min 
Method F 


(M+H) + 
425.1 


'H NMR (400 MHz, DMSO) 8 7.90 
(d, 2H, J=8.1), 7.82 (d, 2H, J-8.5), 
7.61 (d, 2H, J=8.5), 7.52 (d, 2H, 
J=8.1), 7.49 (s, 1H), 7.07 (s, 1H), 
4.81 (ABq, 2H, Au=453, ^17.3), 
4.27 (t, IH, J=7.3), 3.85 (s, 3H), 1.55 
(m, 1H), 1.38 (m, IH), 0.68 (t, 3H, 
J=73). 


424 


/ 






1 -Method A 


white 
solid 


452.12 


1.69 min 
Method F 


(M+H) + 
453.1 


'H NMR (400 MHz, DMSO) 8 7.90 
(d, 2H, J=83), 7.83 (d, 2H, J-8.8), 
7.62 (d, 2H, J=8.8), 7.54 (d, 2H, 
J=83), 7.48 (s, 1H), 7.04 (a, 1H), 
4.82 (ABq, 2H, Ao=413, J.^173), 
431 (t, 1H, J=8.1), 3.85 (s, 3H), 1.52 
(m, 1H), 1.29 (m, 1H), 1.04 (m, 3H), 
0.90 (m, 1H), 0.63 (t, 3H, J=73). 



Eat- 
No. 


R 1 


R 2 


R* 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


425 


V 






1 -Method A 


pale 
yellow 
solid 


460.99 


1.48 mm 
Method B 


460.13 


'H NMR (CDCh, 300MHz) 5 7.91 
(d, IH. J = 15), 7.67-7.72 (m, 3H), 
7.62 (d, 2H, J= 8.7), 7.42-7.48 (m, 
4H). 6.46 (t, IH, J= 2.1X 6.24 (br s, 
IH), 5 .21 (hr s, 1HX 4.62 (d, 1H, J= 
15 J), 4.42 (d, 1H. 7- 15.6), 4.29 (t, 
IH,7=6JX 1-80-1.88 (m, 1H), 
1.28-1.40 (m, IH), 1.12-1.21 (m, 
IH), 0.75 (d, 3H, y = 6.6), 0.66 (d, 
3H,y=6.6). 


426 


V 






1-MethodA 


white 
solid 


461.97 


lJ9min 
Method B 


462.18 


'H NMR (CDCh, 300MHz) 6 854 
(s, 1H), 8.10 (a, IH), 7.71 (d, 2H, J = 
8.4), 7.61 (d, 2H, 7 = 8.4X 7.46-7 J2 
(m, 4HX 6.23 (br s, IH), 5.19 (hr s, 
IH), 4.66 (d, IH, J = 15.9), 4.42 (d, 
IH, J- 15.9), 430 (t, IH, J- 6.9), 
1.79-1.89 (m, IH), 130-138 (m, 
IH), 1.07-1.14 (m, IH), 0.76 (d, 3H, 
J= 6.6), 0.66 (d, 3H, J= 6.6). 


427 


V 


F 




11 


pale 
yellow 
solid 


542.07 


1.48 rain 
Method E 


542.25 


'H NMR (CDQj) 6 7.71 (d, 2H, 
J=8.00Hz), 7.49 (d, 2H, J=8.0Hz). 
7.16 (d, IH, J-12.0Hz), 7.05 (d, IH, 
J=8.0Hz), 6.86 (t, 1H»J=8.0HzX 
6.40 (s, br, IH), 5.87 (s hr, IH), 
4.42 (ABq, 2H, Av=16, 1^=1 64Hz), 
4.49 (d, 2H, J=**.0Hz), 4.27 (t, IH, 
J=8.0Hz). 4.04 (m, 4H), 3.69 (m, 
2H), 3.51 (m, 2H), 3.10 (m, 2H), 
1.83 (m,lH), 1.29 (m,lH), 107 
(m, IH), 0.75 (d, 3H, J=8.0Hz), 
0.68 (d,3H, J=8.0Hz). 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


428 






"a. 


11 


yellow 
solid 


555.12 


1.41 min 
Method E 


555.28 


'H NMR (CDC1 3 ) 8 7.71 (d, 2H, 
*=8.00Hz), 7.50 (d, 2H, J=8.0Hz), 
7.16 (d, IH, J=12.0Hz), 7.05 (d. IH, 
J=8.0Hz), 6.87 (t, IH, J=8.0Hz), 
6.38 (s, br, IH), 5.91 (sbr, IH), 
4.41 (AB*, 2H, Av=16, J^=176Hz), 
4.45 (m, 2H), 4.27 (t IH, J=8.0Hz), 
3.81 (m, 4H), 3.67 (m, 4H), 3.48 (m, 
IH), 2.89 (s,3H), 1.83 (m, IH), 
1.29 (m, IH), 1.05 (m, IH), 0.75 (d, 
3H, J=8.0Hz). 0.68 (d, 3H, 
J=8.0Hz).. 


429 








7 


white 
solid 


545.17 


1.84mm 
Method C 


545.36 

<~. 


'H NMR (CDC1 3 , 500MHz) 5 7.73 
(d, 2H, J = 9.0), 7.51 (d, 2H, J = 8.0), 
6.65 (2 s, IH), 5.40 (s, IH), 4.54 (t, 
IH, 7= 13), 3.85-4.20 (m, 2H), 2.40- 
3.50 (m, 12H), 1.75-2.00 (m, 3H), 
0.92-1 .20 (m, IH). 0.73 (d, 3H. J = 
5.8, 6.1), 0.67 (d, 3H, J = 6.1, 6.4). 


430 


V 






7 


white 
solid 


541.16 


1.43 min 
Method A 


541.24 


'H NMR (CDC1 3 , 500MHz) 6 7.71 
(d, 2H, J = 6.4), 7.50 (d, 2H, y = 8.2), 
6.65(d, lH,y=41), 5.44(s, IH). 
4.55 (t, lH,y= 13), 4.15 (brs, IH), 
3.95 (br s, IH), 3.15-3.35 (m, IH), 
2.90-3.00 (m, 2H), 2.60-2.70 (m, 
2H), 2.50-2.57 (m, 2H), 235-2.50 
(m, 6H), 1.85-2.00 (m, 3H), 135- 
1.75 (m, 3H). 1.0O-1.30 (m, 5H), 
0.90-1.00 (m. IH), 0.72 (dd, 3H,y= 
7.0, 73), 0.66 (dd, 3H,y = 6.1, 6.4). 



Ex. 
No. 


R 


R 


R 


RCSCtlOQ 

Scheme 


Appearance 


Calc.MW 


Ret. Time/ 
Method 


M+H* 


NMRData 


431 


V 






7 


white 
solid 


529.10 


138 min 
Method A 


529.27 


•H NMR (CDCb, 500MHz) 6 7.72 
(d, 2H, 83), 731 (d, 2H, J = 8.9), 
6.65 (d, IH, J = 32), 5.43 (s, IH), 
435 (t, IH, /- 13) 4.14 (dd, 1H, /= 
4.8, 93), 3.88 (br s, 4H), 3.2 1-3.84 
(m, 2H), 2.90-3.05 (m, 3H), 2.47- 
2.67 (m, IH), 1.80-2.05 (m, 3H), 
1.40-1.75 (m, 6H), 1.00-135 (m, 
4H), 0.73 (dd, 3H, J = 3.4, 6.4), 0.67 
(dd,3H, 7=2.7, 6.7). 


432 


V 


o 




7 


white 
solid 


474.02 


1.55 min 
Method A 


474.28 


"H NMR (CDOj, 500MHz) 57.72 (d, 
2H, J = 7.6), 730 (d, 2H, 7 = 8.6), 
6.65 (d, IH, 7 = 40), 5.46 (s, 1H), 
4.56 (t, 1H, 7= 13), 4.0O4.20 (m, 
2H), 3.80-3.90 (m, 1H), 3.40 (s, 3H), 
3.20-335 (m, 1H), 2.85-3.05 (m, 
2H), 2.40-2.65 (m, IH), 130-2.00 

fm sw\ i on_ i 4 s /to ivn n oi 
^"», J"/, i.w-i.sj \m, znj, u.oj- 

0.90 (m, IH), 0.72 (dd, 3H, 7 « 6.7, 

8.2), 0.67 (dd, 3H, 7= 5.8, 6.4). 


433 








1 -Method A 


white 
solid 


455.00 


1.83 min 
Method B 


454.15 


*H NMR (CDC1 3 , 300MHz) 8 7.61 
(dd, 2H, 7 = 1.8, 8.7), 7.40 (ddd, 2H, 
7 = 2.1, 2.4, 8.7), 7.26 (d, 4H, 7 = 
7.2). 6.25 (br s, 1H), 5.19 (brs, IH). 
431 (d, 111,7=15.6), 4.43 (d, 1H,7 
= 15.6), 434 (t, IH, 7 = 7.2), 1.75- 
1.85 (m, IH), 1.69 (s, 3H), 1.62 (a, 
3H), 1.22-135 (m, 2H), 0.78 (d, 3H, 
J = 63), 0.66 (d, 3H, 7= 63). 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+FT 


NMRData 


434 








7 


white 
solid 


542.15 


1.73 mm 
Method C 


542.46 


'H NMR (CDCI3, 500MHz) 5 7.72 
(d, 2H, 7 = 83), 73 1 (d, 2H, 7 = 8.5), 
6.65 (d, 1H,7=39), 5.42 (s, IH), 
435 (t. IH, 7= 14), 4.00-4.17 (m, 
2H), 3.05-3.33 (m, 3H), 2.85-3.05 
(m, 2H), 2.40-2.70 (m, 8H), 232 (s, 
3H), 1 35-2.10 (m,6H), 1.00-1.30 
(m, 6H), 0.72 (t, 3H, 7 = 6.7, 6.7), 
0.67 (t,3H,7-6.1, 6.4). 


435 


V 


0 




7 


white 
solid 


497.02 


1.70 min 
Method A 


479.19 


'H NMR (CDC1 3 , 500MHz) 6 831 
(s, IH). 7.76 (d, 2H, 7 = 8.9), 736 (d, 
2H, 7 = 83), 6.74 (s, IH), 4.8 1 (t, 
IH, 7= 7.6), 4.71 (brs, lH),4.20(br 
s, IH), 3.13 (t, 2H, 7= 8.6), 2.70- 
2.95 (m, 2H), 2.05-2.20 (m, IH), 
1.85-2.00 (m, 2H), 135-1.85 (m, 
4H), 1.10-135 (m, 3H), 1.00 (d, 3H, 
7= 6.4), 0.97 (d, 3H, J— 6.7), 0.87 
(t,lH,7=7.0). 1 


436 








13 


white 
solid 


476.99 


1.76 min 
Method B 


477.22 


'H NMR (CDa 3 , 300MHz) 5 7.94 j 
(dd, 2H, 7 = 1.8, 8.4), 7.69 (dd, 2H, 7 
= 1.8, 8.7), 7.45-730 (m, 4H), 6.23 
(br s, IH), 5.19 (br s, IH), 4.65 (d, 
IH, J= 15.9), 4.46 (d, 1H,7« 15.9), 
431 (dd, 1H,J= 6.6, 7.8), 2.61 (s, 
3H), 1.75-1.85 (m, IH), 1^8-135 
(m, IH), 1.08-1.15 (m, IH), 0.76 (d, 
3H, J = 6.6), 0.64 (d, 3H, 7 = 6.6). 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


437 


V 






14 


pale 
yellow 
solid 


476.99 


l_92roin 
Method B 


477.18 


•H NMR (CDCfe, 300MHz) 6 8.04 
(d,2H,7= 8.4). 7.70 (dd, 2H, J = 
1.8, 8.4), 7.45-7.52 (m, 4H), 6.23 (hr 
s, 1H), 5.19 (br s, IH), 4.67 (d, IH, J 
= 16.2), 4.47 (d, IH, J = 15.9), 4 31 
(t, IH, J = 7.2), 2.47 (s, 3H), 1.75- 
1.85 (m, IH), 1.28-135 (m, IH), 
1.08-1.15 (m, IH), 0.76 (d, 3H, /= 
6.6), 0.64 (d,3H,y= 6.6). ! 


438 


V 






6 


white 
solid 


480.03 


1.81 mm 
Method B 


480.26 


'H NMR (CDd* 30GMHz) 5 7.67 
(d, 2H, J - 8.7), 7.45 (d, 2H, y - 8.7), 
738 (d. 2H, y = 8.1), 732 (d, 2H, 7 - 
7.5). 6.23 (bx s, 1H), 5.19 (hr s, 1H), 
4.59 (d, lH,y« 16^X4.45 (d, 1H, J 
° 1 5.9), 430 (t, IH, J= 6.9), 3.47- 
3.56 (brm, IH), 3.15-335 (br m, 
1H), 2.81-3.09 (hrm, 3H), 1.75-1.85 
(m, IH), 1.05-1.40 (m, 5H), 0.76 (d, 
3H, J = 6.6), 0.65 (d, 3H, J= 6.6). 


439 


V 


o 


^x 


6 


white 
soh'd 


529.06 


1.60 min 
Method B 


529.25 


'H NMR (CDCh, 300MHz) 5 8.57 
(d, IH, 7=4.8), 7.80(d,2H,J-8.4), 
7.70-7.73 (m, 2H), 7.67 (d, 2H, 7= 
8.4), 7.45 (d, 2H, 7 = 8.4), 7.42 (d, 
2H, 7- 7.8), 736 (d, IH, 7=* 7.8), 
7.28 (br s, IH), 6.23 (br s, IH), 5.22 
(br s, IH), 4.77 (d, 2H, 7= 4.8), 4.63 
(d, 1H,7= 15.9), 4.44 (d, 1H.7- 
15.9X 4.29 (t, IH, 7=7.2), 1.73-1.85 
Cm, IH), 1.25-138 (m, IH), 1.06- 
1.14 (m, IH), 0.75 (d, 3H, 7 = 63), 
9.65 (d,3H, 7 -6.6). 



Ex. 
No. 


R l 


R a 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret. Time/ 
Method 


M+H* 


NMRData 


440 


V 


F 

Q 


*TX 


8 


amber 
glass 


512.04 


136 min 
Method A 


512.24 


l H NMR 400Hz (CDCI3) 8 7.70 (d, 
2H,J=8.0Hz), 7.74 (d, 2H, 
J=8.0Hz), 7.3l(d,2H,J=6Hz), 7.08 
(d, 2H, J=8.0Hz), 6.25 (s, br, IH), 
5.41 (s, br, IH), 4.56 (d, IH, 
J*=12Hz), 4.43 (d, IH, J A =l2Hz), 
435 (t, IH, J=6.0Hz), 3.72 (t, 4H, 
J=4.0Hz), 3.56 (s, 2H), 2.48 (t, 
4HJ=4 1 .0Hz), 1 .79 (m, IH), 1 .36 
(m, IH), 1.18 (m, IH), 0.79 (d, 3H, 
J=6.0Hz), 0.69 (d, 3H, J=6.0Hz) 


441 




F 

Q 


*TX 


8 


amber 
glass 


525.08 


1.35 min 
Method A 


525.23 


"H NMR 400Hz (CDC1 3 ) 6 7.69 (d, 
2H,J-8.0Hz), 7.47 (d,2H, 
J^S.OHz), 7.28 (t, IH, J=6.0Hz), 
7.07 (dd, 2H, J=8.0Hz), 6.29 (s,br, 
IH), 5.55 (s, br, IH), 4.46 (d, IH, 
Jrf,=14.0Hz), 4.41 (d, IH, 
Jrf,=14.0Hz), 4.34 (t, IH, J=6.0Hz), 
3.58 (s,2H), 2.33 (s,3H), 1.78 (m, 
IH), 1.18 (m,lH), 0.79 (d,3H, 
J=6.0Hz), 0.68 (d, 3H, J=6.0Hz) 


442 


V 




^x 


1 -Method A 


amber 
glass 


470.94 


1.74 min 
Method A 


471.12 


*H NMR 400Hz (CDa 3 ) 8 7.78 (t, 
lH,J=6.0Hz), 7.72 (d,2H, 
J-8.0Hz), 7.51 (d, 2H, J=8.0Hz), 
7.19 (m, 2H), 6.21 (s, br, IH), 537 
(s, br, IH), 4.64 (d, IH, J, b =14.0Hz), 
4.47 (d, IH, J*«14.0Hz), 434 (t, 
lH.J-6.0Hz), 3.95 (s,3H), 1.80 (m, 
IH), 137(m,lH), 1.01 (m, IH), 
0.80 (d, 3a J=6.0Hz), 0.69 (d, 3H, 
J=6.0Hz) 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 


Appearance 


Calc-MW 


Ret. Time/ 
Method 


m+h* 


NMRDaia 


443 








21 


white 
solid 


435.10 


1.40 mm 
Method D 


(M+Na)* 
458.2 


'H NMR (400 MHz, DMSO) 6 7.84 
(d, 2H, J=8.6), 7.76 (d, 2H, J-83), 

7.62 (d, 2H, J-8.8), 751 (d, 2H, 
J=83), 7.40 (a, IH), 7.11 (s, IH), 

4.63 (ABq, 2H, Au=5.9, 1^=17.6), 
4.56 (dd, IH, J=83, 25), 4.54 (s, 
1H), 1.95 (dd, IH, 1=13.7, 8.6), 1.26 
(dd, IH, J=13.6, 2.4), 1.04 (a, 3H), 

rt OO (c 3FTI 

v.77 ^S, J KM. J. 


444 


V 




^X 


7 


clear oO 


465.17 


1.38 min 
Method A 


466.20 


*H NMR (CDQj, 500MHz) 8 7.73 
(d, 2H, J = 8.8), 7.50 (d, 2H, J = 8.9), 
6.67 (s, 1HX 537 (s, 1H), 4.14 (dd, 
IH, / =5.5, 95), 3.25 (dd, IH, J= 
10, 14), 2.97 (dd, IH, /= 45, 14), 
2.87-2.95 (m, 2H), 2.65-2.75 (m. 
2H), 1.01-222 (m, 2H), 1.83-1.90 
(m, IH), 150-1.82 (m, 4H), 1.15- 
1.40 (m, 3H), 0.77-0.85 (m, IH), 
0.72 (d, 3H, J - 6.7), 0.66 (d, 3H, J = 
6.4). 


445 






^x 


6 


amber 
glass 


456.92 


1.62 min 
Method A 


457.32 


'H NMR 400Hz (CDC1 3 ) 6 7.77 (d, 
2H, J=6.0Hz), 7.68 (t, IH, J=6.0Hz), 
7.64 (d, 2H, J=8.0Hz), 739 (m, 3H), 
6.21 (s, br, IH), 5.35 (s, br, IH), 
4.67 (d, IH, J^H.OHz), 438 (d, 
IH, J**! 4.0Hz), 3.44 (m, IH), 1.88 
(m, IH), 1.59 (m, 2H), 0.79 (d, 3H, 
J=6.0Hz), 0.69 (d,3H, J=6.0Hz) 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H + 


NMR Data 


446 


Y 


""^CX 




18 


off-white 
solid 


417.09 


1.53 min 
Method F 


(M+Na)+ 
418.2 


'H NMR (400 MHz, DMSO) 8 7.82 
(d, 2H, J=8.8), 7.74 (d, 2H, J=85), 
7.63 (d, 2H, J-8.8), 7.62 (s, IH). • 
7.53 (d, 2H, J=85), 7.09 (s, IH). 
4.80 (ABq, 2H, A\>=17.9, J rt =17.8), 
4.70 (s, IH), 4.62 (t, IH, J=7.6), 4.60 
(s, IH), 234 (dd, IH, J=14.4, 7.1), 
2.02 (dd, IH, *=14.6, 73), 1.57 (s, 
3H). 


447 








18 


off-white 
solid 


458.12 


1.59 min 
Method G 


(M+Na)* 
459.2 


*H NMR (400 MHz, DMSO) 8 8.45 
(d, IH, J=2.2), .82 (d, 2H, J=8.6), 
7.72 (m, 3H), 7.60 (d, 2H, J-8.8), 
7.57 (s, IH), 7.44 (d, 2H, J=85). 
7.09 (s, IH), 654 (t, IH, J=2.0), 4.74 
(ABq, 2H, Au=25.5, 1^=16.8), 4.71 
(s, IH), 4.61 (m, 2H), 237 (dd, IH, 
J=14.2, 7.1), 2.08 (dd, IH, J=14.7, 
7.6), 157 (s, 3H). 


448 


O 




"tX 


18 


off-white 
solid 


442.90 


1.74 mm 
Method A 


443.05 


'H NMR (CDC1 3 , 400K 1.96 

(d, 2H, J m 8.2), 7.72 (d, 2H, J - 8.0), 
7.48 (d, 2H, J= 8.0), 739 (d, 2H, J = 
8.0), 633 (br s, IH), 5.20 (br s, IH), 
455-4.62 (m, 2H), 439 (d, IH, 7 = 
15.4), 4.28-4.32 (m, IH), 4.17-4^1 
(m, IH), 3.90 (s, 3H), 2.17-235 (m, 
IH), 156-1.65 (m, IH). 



Ex. 
No. 


R l 


R 2 


R 5 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


449 


O 




*xx 


18,12 


yellow 
foam 


442.94 


1.65 mm 
Method A 


442.11 


'H NMR (CDQb 400MHz) 6 7.67 
(ddd. 2H, ./« 2.0, 2.6, 8.8), 7.42 
(ddd, 2H, J= 2.0, 23. 8.8), 739 (d, 
2H, J= 8.2), 7.24 (d. 2H,y= 8.2), 
634 (br s, IH), 535 (br s. 1H), 436 
(dd, lH.y-5.8, 83),4.48(d, 1H.J 
- 153), 435 (d, 1H, J= 153), 430- 
4 j3 (m, 1H), 4.18-4.22 (m, 1H), 
2.23-239 (m, 1H), 136-1.670 (m, 
2H), 137 (s, 6H). 


450 


o 






18,13 


white 
solid 


466.92 


1.61 min 
M ethod A 


467.18 


'H NMR (CDCfe, 400MHz) 5 7.96 
(ddd, 2H, J= 1 .7, 2.0, 8.4), 7.73 
(ddd, 2H, J= 1.9, 2.5, 8.7), 7.49 
(ddd, 2H, J - 2.0, 23, 8.7), 7.46 (d, 
2H, J - 8.6), 634 (br s, 1H), 5.21 (or 
s, 1H), 4.64 (d, 1H. J - 15.4). 437- 
4.60 (m, lH),439(d, lH,y«16.1), 
430-432 (m, 1H), 4.18-4.21 (m, 
IH), 2.61 (s, 3H). 2.18-236 (m, IH), 
135-1.66 (m,lH). 


451 








18,7 


clear oil 


533.07 


1.71 min 
Method A 


533.22 


'H NMR (CDa 3 , 400MHz) 6 7.73 
(d,2H,7= 8.6), 7.51 (d,2H,y-8.8), 
6.67 (s, 1H), 5.51 (s, 1H). 4.14-432 
(m, 4H). 3.76-3.95 (m, 2H), 330- 
3.72 (m, 1H). 3.19-3.27 (m, 1H), 
2.86-3.07 (m, IH), 236-2.80 (m, 
2H). 1.70-1.99 (m, 7H), 136-1.63 
(m, 10H). 



Ex. 
No. 


R' 




R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H+ 


NMRData 


452 


P 




"xx 


18,7 


clear oil 


517.07 


233 min 
Method A 


51732 


'H NMR (CDCIj. 400MHz) 67.74 (d, 
2H, / - 8.6), 7.50 (d, 2H, J « 83), 
6.70 (s. 1H), 5.60 (s, 1H), 430 (dd, 
IH, J - 4.9, 9.8), 4.22-431 (m, 2H), 
3.81^.00 (m, 5H), 333-3.66 (m, 
2H), 3.40-3.50 (m, 1H), 3.13-3.25 
(m, 3H), 2.89 (dd, 1H ? 7 - 4.6, 14), 
2.62-2.77 (m, 3H). 1.50-1.95 (m. 
6H), 1.01-1.45 (m,5H). 


453 


/ 






18,7 


clear oil 


531.09 


2.27 min 
Method A 


53136 


'H NMR (CDa 3 , 400MHz) 8 7.73 
(d, 2a y = 8.6), 731 (d, 2H, /= 8.6), 
6.65 (d, 1H, J = 28), 5.47 (s, 1H), 
4.50-4.63 (m, 1H), 4.20-4.45 (m, 
IH), 4.05-4.15 (m, 2H), 335-3.65 
(m, 2H), 3.05-335 (m, 6H), 2.85- 
3.00 (m, 3H), 235-235 (m, 2H), 
1.50-2.00 (m, 6H), 1.00-1.45 (m, 
7H). 


454 


F 




U 


8 


amber 
glass 


533.99 


1.40 min 
Method A 


534.27 


'H NMR 400Hz (CDClj) 6 7.78 (d, 
2H,J=8.0Hz), 739(m,6H), 634 (s, 
br,lH), 5.80 (s,br, 1H), 4.72 (d, 
1H, J A =14.0Hz), 4.16 (m, 1H), 434 
(d, IH, J*- 14.0Hz), 3.60 (m, 4H), 
3.84 (S.2H), 2.62 (m,2H). 2.25 (m, 
4H) 


455 


V 




'XX 


18,8 


amber 
glass 


501.98 


1.27 min 
Method A 


502.24 


'H NMR 400Hz (CDC1 3 ) 6 7.79 (d, 
2H,J=8.0Hz), 739(m,6H), 633 (s. 
br, 1H), 5.80 (s, br, 1H), 4.68 (d, 
lH.J*«14.0Hz) p 4.22 (d, IH, 
J A -14.0Hz), 3.55 (s,2H), 2.62 (m, 
2H), 2.43 (m,8H), 230(s,3H) 



Ex. 
No. 


R 1 


R* 


R 5 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+tT 


NMRData 


456 


T 

F 






18,8 


amber 
glass 


515.02 


1.22 min 
Method A 


51531 


'H NMR 400Hz (CDCfe) 8 7.79 (d, 
2H, J=€.0Hz), 732(d,2H, 
J=8.0Hz), 739 (m, 4H), 634 (s, br, 
IH), 5.78 (s, br, 1H), 5.72 (t. IH, 
J=54.0Hz), 4.68 (d, IH, J^M.OHz), 
434 (d, 1H, J^-M.OHz), 3.88 (m, 
IH), 336 (m, 4H), 2.49 (m, 2H), 
236 (m, 4H) 


457 


F 


■<>h 




8 


amber 
glass 


547.03 


1.26 mm 
Method A 


547.20 


"H NMR 400Hz (CDOj) 8 7.78 (d, 
2H, J=8.0Hz), 7.50 (d, 2H, 
J=8.0Hz), 7.41 (m, 4H), 635 (s, br, 
IH), 5.80 (s, br, IH), 5.72 (t, IH, 
J -H* . uxiz /, **.oo ^a, in, j 4 fc E= i**.u.rizj, 
435 (d, IH, 14.0Hz), 3.87 (m, 
1HX 335(s,2H), 2.44 (m, 10H), 
230 (s, 3H) 


458 


V 




U 


18, 

1 -Method B 


white 
foam 


446.91 


1.01 
Method B 


447.13 


'H NMR (CDC1 3 ) TFA salt 5 8.14 (s, 
1H% 7.98 (d, IH, J=9.6Hz), 7.76 (d, 
2H, J=6.8Hz), 7.55 (d, 2H, J=6.8Hz), 
6.81 (d, 2H, J-9.6Hz), 6.45 (s, IH), 
6.10 (s, 1H), 5.70 (t, IH, J=l 10.0Hz), 
4.60 (d, IH, J=l 6.0Hz), 4.51 (m, 
1H), 4.06 (d, IH, J«16Hz), 330 (s, 
6H), 235 (m, IH), 1.60 (m, IH). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+rT 


NMRData 


459 


•V 






18, 

1 -Method B 


white 
foam 


456.97 


1.14 
Method B 


457.23 


l H NMR (CDCI3) TFA sah 8 8.1 1 (s, 
IH), 7.95 (d, IH, J=9.6Hz), 7.77 (d, 
2H, J=6.8Hz), 7.51 (d, 2H, J=6.8Hz), 
6.76 (d, 2H, J=9.6Hz), 6.34 (s, IH), 
6.02 (s, IH), 4.58 (dbr., IH, 
J-8.4Hz), 4.46 (d, IH, J-16.0Hz), 
4.06 (d, IH, J=l6Hz), 3.29 (s, 6H), 
2.50 (m, IH), 1.39 (m, IH), 1.25 (d, 
3H, J=22.0Hz), 1.17 (d, 3H, 
J=22.0Hz). 


460 


f4^f 

F 


1 




1 -Method B 


light 
yellow 
gummy 

solid 


478.92 


1.89 min 
3X50 mm 
ODS-AC- 
18 column, 
4mL/min, 0- 

100% 
MeOHZH20 
0.1 %TPA 

4mm 
gradient 


479.21 


"H NMR (CDClj) 8 8.09(s, IH), 8.01 
(d, IH, J=93Hz), 7.75 (d, 2H, 
J==8.4Hz), 733 (d, 2H, J=8.4Hz), 
6.82 (d, IH, J=9.2Hz), 6.62 (s, br, 
IH), 6.12 (s, br, IH), 4.18-4.58 (m, 
3H), 330 (s, 6H), 2.15 (m, IH), 
2.05(m. IH), 1.85 (m, IH), 1.40 (m, 
IH) 


461 








18 


clear 
oil 


43838 


1.41 min 
Method B 


438.01 


'H NMR (CDCI3) 8 833(s, IH), 7.73 
(d, IH, J=8.4Hz), 7.71 (d, 2H, 
J=8.8Hz), 731 (d, 2H. J=8.8Hz), 
7.27 (d, IH, J=8.4Hz), 6.56 (s, br, 
IH), 6.1 1 (s, br, IH), 5.69 (m, IH), 
4.21-4.62 (m, 3H), 2.52 (m, IH), 
1.63 (m, IH) 



Ex. 
No. 


R' 




R J 


" Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


462 


w 






• 1 


white 
solid 


47030 


1-53 mm 
Method B 


470.02 


a NJMK (UA/lj) o o3o (S» In}, 

7.79 (d, 1H, J=8.0Hz), 7.68 (d, 2H, 
J=8.4Hz), 750 (d, 2H, J^8.4Hz), 
731 (d, IH, J=8.0HzX 657 (s, hr, 
IH), 6.25 (s, hr, IH), 4.29-4.64 (m, 
3H), Z12 (m, IH), 1.98 (m, IH), 
1.81 (m, IH), 1.43 (m, 1H) 


463 


a 




*tX 


18 


clear 
oil 


43432 


1.43 min 
Method B 


434.13 


'H NMR (CDCh) 6 837 (s, IH), 
7.70 (d, IH, J-8.8Hz), 7.68 (d, IH, 
J=8.8Hz), 7.67 (d, 2H, J=€.8Hz). 
7.48 (d, ZH, J=6.8HzX 6.25 (s, hr, 
IH), 531 (s, br, 1HX 434-4.62 (m, 
5H), l35-Z05(m,4H) 


464 


j 
j 






18, 7 




469.14 


1.14 min 
Method A 


470.17 


'H NMR (CDClj, 400MHz) 6 7.73 
(d, 2H, J= 8.8), 751 (d. 2H, J - 8.8), 
6.65 (s, IH), 539 (s, IH), 4.05-435 

\TFL, Znj, ^cin, 1 M, J — 1U, 14), 

2.85-3.04 (m, 3H), 2.65-2.85 (m, 
2H), 2.09-Z29 (m, 2H), 1.93-2.10 
(m, IH), 1.83-1.91 (m, 10H). 


465 








15 


white 
solid 


476.99 


1.91 min 
Method A 


477.13 


'H NMR (CDC1 3 , 500MHz) 6 7.98 
(d, 2H, J- 8.2), 7.68 (d, 2H, J= 8.9), 
7.45 (d, 4H, J = 85), 6.21 (a, IH), 
5.19 (s, IH), 4.62 (d, lH,y= 15), 
4.48 (d, lH,y - 16), 4.31 (t, IH, J= 
7.0), 2.65 (s, 3H), 1.75-1.85 (m, IH), 
1^0-1.35 (m,4H), 1.10-1.17 (m, 
IH), 0.85-0.90 (m, IH), 0.75 (d, 3H, 
y = 6.7), 0.64 (d, 3H, J= 6.4). 



Ex- 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H + 


NMR Data 


466 


F 






1 -Method B 


clear 
gummy 
solid 


520.96 


1.17 min 
Method B 


521.19 


'HNMR(CDCl 3 )6 8.16(s, IH), 
8.06 (d, IH, J=9.2Hz), 7.75 (d, 2H, 
J=8.4Hz), 7.50 (d, 2H, J=8.4Hz), 
7.31 (d, IH, J=9.2Hz), 6.67 (s, br, 
IH), 6.20 (s, br, IH), 4.19-4.60(m, 
3H), 3.87 (m, 4H), 3.69(m, 4H), 2.14 
(m, IH), 1.98 (m, IH), 1.83(m, IH), 
138(m,lH) 


467 


7 

F 






18, 
1 -Method B 


clear 
gummy 
solid 


470.95 


0.983 min 
Method B 


471.19 


*H NMR (CDCI3) 6 8. 15 (s, IH), 
8.10 (d, IH, J=9.2Hz), 7.77 (d, 2H, 
J=-8.4Hz), 7.53 (d, 2H, J=8.4Hz), 
6.93 (d, IH, J=9.2Hz), 6.65 (s, br, 
IH), 6.22 (s, br, IH), 4.09-4.67 (m, 
5H), 3.87 (m, 4H), 3.68 (m, 4H), 
2.25 (m, IH), 1.63(m, IH) 


468 






"a 


1 -Method B 


clear 
gummy 
solid 


499.01 


1.153 min 
Method B 


499.23 


'H NMR (CDCfe) 8 8.12 (s, IH), 
8.07 (d, IH. J=9.2Hz), 7.78 (d, 2H, 
J=8.4Hz), 7.52 (d, 2H, J=»8.4Hz), 
6.91 (d, IH, J=9.2Hz), 6.63 (s, br, 
IH), 6.19 (s, br, IH), 4.07-4.62 (m, 
3H), 3.86 (m, 4H), 3.68 (m, 4H), 
2.46 (m, IH), 131 (m, IH), 1.25 (d, 
3H, J=21.6), 1.17(d; 3H, J=21.6) 


469 


V 






15 • 


white 
solid 


511.43 


1.90 rain 
Method C 


511.13 


'H NMR (CDC1 3 , 400MHz) 5 8.01 
(d, 2H, J= 83), 7.69 (d, 2H, J= 8.8), 
7.43-7.51 (m, 4H), 6.20 (s, IH), 5.15 
(s, IH), 4.74 (s, 2H), 4.63 (d, IH, 7- 
15), 4.47 (d, IH, J= 16), 4.31 (t, IH, 
7- 6.8), 1.74-1.87 (m, IH), 1.04- 
1.88 (m, 4H), 0.82-0.94 (m, IH), 
0.76 (d, 3H, J = 6.6), 0.65 (d, 3H, J = 
6.6). 



Ex. 
No. 


nl 
R 


R 2 


R 3 


Scheme 


Appearance 


CalcMW 


Ret. Time/ 
Method 


M+H* 


NMR Data 


470 


•vn. 

■-J 




*xx 


1 


white 
solid 


529-11 


2.17 min 
Method D 


529.11 


*H NMR (CDClj, 400MHz) 6 7.95 
(d, 2H, J= 8.4), 7.71 (dd, 2H, J = 
1.6, 8.4), 7.48 (dd, 2H, 7- 2.4, 8.8), 
7 38 (dd, 2H, J = 2.4, 8.8), 63 1 (br s, 
IH), 522 (brs, IH), 4.60 (d, lH,/= 
15.6% 4.55-4.58 (m, IH), 438-4.42 
(m, 3H), 429-432 (m, 1H), 4.17- 
421 (m, 1H), 2.18-232 (m, 2H), 
1.12 (dd, 2H, 7- 6.8, 8.4), 0.08 (s, 
9H). 


471 








15,23 


white 
solid 


510.14 


1.86 min 
Method A 


511.13 


'H NMR (CDC1 3 , 400MHz) 6 8.01 
(d, 2H, J = 8.4), 7.69 (d, 2H, J = 8.8), 
7.47 (d, 2H, J = 8.0), 7.46 (d, 2H, y = 
8.8), 6.20 (brs, 1H), 5.20 (br s, 1H), 
4.74 (s, 2H), 4.64 (d, IH, J = 15), 
4.49 (d, lH,y=15),431 (t, lH,y= 
7.0), 1.73-1.87 (m, IH), 120-137 
(m, 1H), 1.07-1.17 (m, IH), 0.76 (d, 
3H, y = 6,6), 0.65 (d, 3H, 6.6). 


472 


7 






15,8 


white 
solid 


519.17 


1.42 mm 
Method A 


520.18 


•H NMR (CDCl* 400MHz) 5 8.02 
(d, 2H, 7 = 7.6), 7.71 (d, 2H, 7 = 8.4), 
7.52 (d, 2H, y - 8.0), 7.48 (d, 2H, y= 
8.4), 623 (hi s, IH), 5.17 (br s, IH), 
4.70 (d, lH,y= 16), 4.44 (d, lH,y= 
16), 431 (t, lH,y=6.4), 3.70(s, 
2H), 3.02 (s, 6H), 1.75-1.90 (m, IH), 
1.00-1.40 (m, 2H), 0.76 (d, 3H, y = 
6.8), 0.66 (d,3H,y=6.4). 



3 

o 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret. Time/ 
Method 


M+H* 


NMR Data 


473 


p 




^X 




off-white 
foam 


460.89 


2.11 min 
Method A 


461.08 


'H NMR (CDC1 3 , 300MHz) 6 7.97 
(d, 2H, y =» 8.4), 7.72 (d, 2H, J = 8.4), 
7.5 1 (dd, 2H, y - 2.0, 8.4), 738 (d, 
2H, y = 8.0), 632 (br s, IH), 5.71 
(tm, IH, J w = 55), 5.19 (br s, IH), 
4.60 (d, IH, y = 15.6), 4.49-4.53 (m, 
IH), 433 (d, lH,y= 15.6), 3.91 (s, 
3H), 2.42-2.68 (m, IH), 1.54-1.65 
(m, IH). 


474 


F 






1 


pale 
yellow 
foam 


462.92 


2.24 min 
Method A 


485.07 
(M + Na 4 ) 


'H NMR (CDCI 3 , 400MHz) 6 7.67 
(d, 2H, y = 8.4), 7.47 (d, 2H, J= 8.8), 
7.25-7.29 (m, 4H), 633 (br s, IH), 
5.72 (tm, IH, yjw = 57), 523 (br s, 
IH), 4.49-4.53 (m, IH), 4.46 (d, IH, 
y= 15.6), 434 (d, lH,y= 15.0), 
2.52-2.60 (m, IH), 1.55-1.65 (m, 
IH), 1.68 (3, 3H), 1.63 (s, 3H). 


475 






*XX 


1, 13 


white foam 


484.91 


1.67 min 
Method D 


485.07 


'H NMR (CDCI3, 400MHz) 6 7.97 
(d, 2H,y°8.0), 7.73 (dd, 2H,y = 
2.0, 8.8), 7.52 (dd, 2H, J = 2.0, 8.8), 
7.45 (d, 2H, y = 8.4), 6.34 (br s, IH), 
5.73 (tm, IH, J M = 57), 520 (br s, 
IH), 4.63 (d, lH,y= 15.6), 4.52^.55 
(m, 1H),432 (d, lH,y= 15.6), 2.61 
(s, 3H), 2.55-2.60 (m, IH), 1.61-1.65 
(m, IH). 



5 
I 

s 



Ex- 
No. 


R 1 


R 2 


R 1 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMRData 


476 


T 

F 






1, 12 


white foam 


460.93 


1.72 mm 
Method D 


483.07 
(M + Na*) 


*H NMR (CDCb, 400MHz) 6 7.68 
(dd, 2H, J = 2.0, 8.8), 7.48 (dd, 2H, J 
= 8.4), 7.41 (d, 2H,J=8.4), 7.23 (d, 
2H, J= 8.8), 630 (brs, IH), 5.73 
ftm. 1H Jdc = 57V 5 18 fhr r_ 1HV 
4.48-432 (m, IH), 4.44 (d, 1H. J= 
15 J), 434 (d, IH, J - 15.2X 230- 
2.65 (m, 1HX 1 .61-1.70 (m, 1H), 
136(s,6H). 


477 


w 

? 

P 






7 


clear oO 


455.93 


0.99 mm 
Method A 


456.20 


'HNMR (CaX^j, 400MHz) 6 7.72- 
7.86 (m, 2HX 7.45-7 32 (m, 2H), 
6.70 (br s, 1 H), 5.44 (br s, IH), 446- 
4.57 (m, 2HX 4.00-437 (m, 2H), 
3.24 (dd, lH,y=4.4,9^), 2.70-3.15 
(m, 6H), 2.15-234 (m, 2H), 1.80- 
1.93 (m, 2H), 134-1.63 (m, 2H), 
1.25-135 (m,2H). 


478 


F 


o k^o 




7 


clear oil 


519.04 


1.12 min 
Method A 


519.23 


'HNMR (CDClj,400MHz) 57.71- 
7.84 (m, 2H), 739-7.55 (m, 2H), 
6.70 (brm, IH), 5.87 (farm, IH), 
4.88 (m, IH), 430 (d, IH, /= 9.5), 
4.21-431 (m, 2H), 4.1 1-4.20 (m, 
2H), 3.80-3.87 (m, 2H), 3.69-3.77 
(m, 2H), 331-3.50 (m, 2H), 3.00- 
3.21 (m, 2H), 2.80-355 (m, 2H), 
2.10-2.50 (m, 4H), 1.85-1.95 (m, 
2H), 1.73 (d, 2H, 7 = 83), 1.40-130 
(m,2H) 



Ex. 
No. 


R l 




R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


479 


F 






7 


clear oil 


535.06 


1.72 min 
Method A 


535.18 


'H NMR (CDClj, 400MHz) 6 7.73 
(d, 2H, J = 8.6), 733 (d, 2H, J = 8.6), 
6.70 (br s, IH), 5.70 (tm, IH, J m ° 
50), 535 (br s, IH), 4.46 (dd, IH, J 
° 3.8, 10), 3.80^».00 (m, 3H), 330- 
3.70 (m, IH), 3.15-3.30 (m, IH), 
2.80-355 (m, IH), 2.60-2.80 (m, 
2H), 2.40-2.60 (m, IH), 1.05-2.00 
(m, 16H) 


480 


o 






1 


off-white 
foam 


444.93 


1.89 mm 
Method D 


467.09 
(M + Na*) 

.£ 


'H NMR (CDOj, 400MHz) 6 7.66 
(ddd, 2H, J - 2.0, 2.4, 8.8), 7.44 
(ddd, 2H, J= 2.0, 2.4, 8.8), 7.25-7.31 
(m, 4H), 630 (br s, IH), 5.22 (br s, 
IH), 436-4.60 (m, IH), 4.47 (d, IH, 
y« 15.6), 4.39 (d, IH, 7= 16.0), 
432-436 (m, IH), 4.20-4.24 (m, 
IH), 2.23-239 (m, IH), 1.70-1.85 
(m, IH), 1.65-1.68 (m, 3H), 133 (s, 
3H). 


481 








6 


white 
solid 


428.87 


1.58 min 
Method D 


429.04 


'H NMR (CD 3 OD, 400MHz) 5 7.92 
(d, 2H, J= 8.4), 7.79 (ddd, 2H, J= 
2.0, 2.4, 8.8), 732 (ddd, 2H, /= 2.0, 
2.8, 8.8), 7.47 (d, 2H, J = 8.0), 4.80 
(d, IH, /= 16), 4.66 (d, IH, J= 
14.5), 4.64 (t, IH, J = 7.6), 4.10-433 
(m, 2H), 2.05-2.12 (m, IH), 1.72- 
1.80 (m, IH). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Tune/ 
Method 


M+H* 


NMR Data 


482 


F 


o 




6 


yellow 
solid 


446.86 


139 mm 
Method B 


447.06 


*H NMR (CDCh, 400MHz) 6 7.89 
(d, 2H. J = 8.0), 7.66 (dd, 2H, J = 
2.0, 8.0), 7.41 (dd,2H, J = 2.0, 8.4), 
731 (d, 2H,7 = 8.0), 6.61 (br s, IH), 
5.90 (br s, 1H), 5.76 (tm, IH, = 
57). 4.56 (d, IH, J = 16.0), 4.49-4 J2 

(m A (A 1 VI I— 1 1 n\ 9 <n_ 

im, in tJD ^ol, in, ./ — iz.u /.ji>- 
2.65 (m, IH), 1.61-1.70 (m, 1H). 


483 


kJ 


o 


"a. 


6 


white 
solid 


455.94 


134 mm 
Method B 


488.11 
(M+Na*) 


H NMR (CDCb, 400MHz) 6 7.72 
(d, 2H, J = 8.0), 7.68 (d, 2H, J = 8.0), 
7.49 (ddd, 2H, J = 2.0, 2.4, 8.4), 738 
(d, 2H, J~ 8.0), 632 (br s, 1H), 6.06 
(br s, 1H), 5.19 (br s, 1H), 4.59 (d, 
1H,7= 15.0), 4.56-4.60 (m, 1H), 
437 (d, IH, 7= 15.0), 4.29-432 (m, 
IH), 4.16-4.19 (m, IH), 3.45-3.49 

1.65 (m, IH), 1.25 (t, 3H, J= 8.0). 


484 




o 




6 


white 
solid 


469.97 


1.40 mm 
Method B 


470.15 


! H NMR (CDC1 3 , 400MHz) 5 7.72 
(d, 2H, J = 8.0), 7.48 (d, 2H, J = 8.0), 
730-736 (m, 4H), 630 (br s, IH), 
5.26 (br s, IH), 4.54-4.58 (m, 2H), 
438 (d, IH, J= 15.2), 429431 (m, 
IH), 4.18-4.22 (m, IH), 3.55-3.59 
(m, IH), 3.22-3.27 (m, IH), 2.90 and 
3.05 (2 s, 3H), 2.20-233 (m, IH), 
1.50-1.65 (m, IH), 1.08-130 (m, | 
3H). 



Ex. 
No. 


R l 


R 2 


R 3 


Reaction 
Scheme . 


Appearance 


CalcMW 


ReL Time/ 
Method 


M+H+ 


NMR Data 


485 


F 


o 




6 


white 
solid 


473.93 


133 min 
Method B 


474.11 


'H NMR (CDClj, 400MHz) 5 7.72 
(d, 2H, J = 8.8), 7.70 (d, 2H, J - 8.4), 
7.51 (d, 2H,y=8.8), 7.38 (d,2H,y- 
8.0), 631 (brs, IH), 6.05 (brs, IH), 
5.72 (tm, IH, J^p - 57), 5.20 (br s, 
IH), 4.59 (d, IH, J = 15.6), 4.49-4.52 
(m, IH), 4.31 (d, IH, J= 15.6), 3.46- 
3.53 (m, 2H), 2.45-2.65 (m, IH), 
1.57-1.65 (m, IH), 1.25 (t, 3H, /= 
7-2). 


486 




o 




6 


white 
solid 


536.99 


1.13 min 
Method B 


537.17 


'H NMR (CDC1 3) 400MHz) 6 8.57 
(d, IH, J— 4.8), 7.83 (d, 2H, J = 8.4), 
7.71-7.78 (m, 3H), 7.71 (br s, IH), 
7.52 (dd, 2H, J = 1 .6, 8.8), 7.40 (d, 
2H, J= 8.0), 7.30-735 (m, IH), 
7.23-7.28 (m, IH), 632 (br s, IH), 
5.72 (tm, IH, Jh-f = 57), 5.25 (br s, 
IH), 4.75 (d, 2H, J - 4.8), 4.59 (d, 
1H,7= 15.6), 4.49-4.53 (m, IH), 
433 (d, lH,y= 15.6), 2.48-2.65 (m, 
IH), 1.58-1.65 (m, IH). 


487 


o 




u 


6 


white 
solid 


519.00 


1.10 min 
Method B 


519.35 


l H NMR (CDC1 3 , 400MHz) 6 8.58 
(d, IH, J = 4.4), 7.92 (d, 2H, J = 8.4), 
7.71-7.78 (m, 4H), 7.48 (dd, 2H, 7 = 
2.0, 8.8), 739-7.44 (m, 3H), 7.24- 
730 (m, IH), 6^8 (br s, IH), 5.20 
(br s, IH), 4.78 (d, 2H, /= 4.8), 4.55- 
4.61 (m, 2H), 439 (d, 1H,7= 15.6), 
4^9^t32(m, IH), 4.17-4.21 (m, 
IH), 2^0-2.33 (m, IH), 1.50-1.65 
(m,lH). 



Ex. 
No. 


R' 


R* 




Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


488 


V 

F 


o 


"a 


6 


white 
solid 


487.96 


1.63 mm 
Method D 


488.34 


*H NMR (CDQj, 400MHz) 6 7.72 
(dd, 2H, J = 2,0, 8.8), 7.51 (dd, 2H, J 
= 2.0, 8.4), 7.50 (s, 4H), 630 (br s, 
1H), 5.72 (tm, IH, ° 57), 5.24 
(br s, IH), 4.55 (d, lH,y = 15.5), 
4.49^.52 (m, 1H), 433 (d, 1H, J= 
15.5), 3-57 (bra, 1H), 3 J23 (hr s, 1H), 
2.90 and 3.05 (2 s, 3H), 2.48-2.62 
(m, 1H), 1.57-1.72 (m, IH), 1.08- 
130(m,3H). 


489 


F 


o 




6 


off-white 
solid 


503.96 


1.40 mm 
Method A 


504.41 


*H NMR (CDCb, 400MHz) 8 7.72 
(d, 4H, J = 8.4), 7.52 (d, 2H, J= 8.8), 
7.38 (d, 2H, 7 = 8.4), 6.49 (br s, IH), 
631 (brs, IH), 5.72 (tm, IH, = 
57), 5.19 (brs, lH),4.59(d, 1H,7« 
15.0X 4.48-432 (m, IH), 431 (d, 
IH, J = 1 5.6), 3.62-3.68 (m, 2H), 
3 33-3 .59 (m, 2H), 339 (s, 3H), 
2.48-2.62 (m, IH), 1 .57-1.72 (m, 
IH). 


490 






"a. 


6 


white 
solid 


485.97 


1.27 min 
Method B 


486.14 


*H NMR (CDCb, 3 00 MHz) 5 7.69- 
7.74 (m, 4H), 7.51 (dd, 2H, y = 1 .8, 
8.4), 7.38 (d, 2H, J= 8.1), 6.48 (br s, 
IH), 632 (br s, IH), 5.19 (br s, IH), 
4.54-4.62 (m, 2H), 430-4.41 (m, 
2H), 4.13-4.19 (m, IH), 3.61-3.67 
(m, 2H), 3.53-339 (m, 2H), 339 (s, 
3H), 2.48-2.62 (m, IH). 1.57-1.72 
(m,lH). 



Ex. 
No. 


R 1 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


CalcMW 


Ret Time/ 
Method 


M+H* 


NMR Data 


491 


F 






14 


off-white 
solid 


484.91 


1.54 min 
Method B 


485.12 


'H NMR (CDC1 3 , 400MHz) 6 8.06 
(d, 2H, J = 8.4), 7.74 (d, 2H, J = 8.8); 
7.53 (d, 2H, J = 8.8), 7.48 (d, 2H, J = 
8.4), 634 (br s, IH), 5.72 (tm, IH, 
Jh* - 57), 5.20 (br s, IH), 4.65 (d, 
1H.J- 15.4), 4.51-4.56 (m, IH), 
4.33 (d, lH,y= 15.8). 2.48-2.65 (m, 
IH), 2.47 (s, 3H), 1.57-1.65 (m, IH). 


492 


o 






14 


off-white 
solid 


466.92 


1.65 min 
Method A 


467.19 


H NMR (CDC1 3 , 400MHz) 6 8.04 
(d, 2H, J= 8.0), 7.74 (dd, 2H, J= 
1.6, 8.4), 7.48-731 (m, 4H), 632 (br 
s, IH), 5.17 (brs, IH), 4.65 (d, lH,y 
= 16.0), 4.5fc4.60 (m, IH), 4.40 (d, 
lH,y = 16.0), 4.29-432 (m, IH), 
4.1*4.21 (m, IH), 2.47 (s, 3H), 
2.18-238 (m, IH), 1.50-1.65 (m, 
IH). 


493 




O 


"a 


6 


white 
solid 


478.88 


1.59 min 
Method A 


479.15 


*H NMR (dmso-dfo 400M* 4 .88 
(d, 2H, y = 8.0), 7.85 (d, 257= 8.8), 
7.63 (d, 2H, J - 8.8), 7.51 (d. 2H, y = 
8.0), 7.42 (br s, IH), 7.24 (br s, IH), 
4.77 (d, 2H, 2.0), 4.40-4.44 (m, 
IH), 1.97-2.05 (ro, 2H). 1.75-1.84 
(m, IH), 1.42-1.50 (m, IH). 


494 


*\/\. 






1 


white 
solid 


492.9! 


1.66 min 
Method A 


493.11 


*H NMR (CDCI3, 400MHz) 6 7.97 
(d, 2H, y - 8.4), 7.69 (dd, 2H, J = 
1.6, 8.4), 7.50 (dd, 2H, y = 2.0, 8.4), 
7.40 (d, 2H, y = 8.4), 6.22 (br s, IH). 
5.19 (br s, IH), 4.58 (d, IH, J = 
16.0), 4.43 (d, IH, y= 15.6), 4.31- 
435 (m, IH), 3.91 (s, 3H), 2.08-2.20 
(m, IH), 1.88-2.03 (m, IH), 1.69- 
1.82 (m, 1HX 1^38-1.47 (m, IH). 



Ex. 
No. 


R 1 




K 


Reaction 
Scheme 


Appearance 


Calc. MW 


Ret Tuns/ 
Method 


M+H* 


NMRData 


495 


W J 






6 


off-white 
solid 


519.97 


1.48 min 
Method B 


520.21 


'H NMR (CDCJj, 400MHz) 6 7.70 
(d, 2H, J = 8.4), 7 JO (d, 2H, J = 8.8), 
737 (d, 2H, J m 8.4), 7.33 (d, 2H, J - 
8.0), 6.20 (br s, 1H), 5.26 (br s, 1H), 
4.45-4.52 (m, 2H). 433 (t, IH, J= 
7.2), 3.61-3.70 (m. IH), 3.22-3.27 
(m, 1HX 2.90 and 3.06 (2 s, 3H), 
2.05-2.18 (m, 1H), 1.90-2.03 (m, 
1H), 1.69-1.82 (m, IH), 138-1.47 
(m, 1H), 1.11-1.28 (m, 3H). 


496 




o 




6 


off-white 
solid 


569.01 


1.21 min 
Method B 


569.16 


'H NMR (CDCI3, 400MHz) 8 8.57 
(d, IH, J = 4.8), 7.82 (d, 2H, y = 8.4), 
7.68-7.72 (m, 4H), 730 (d, 2H, y = 
8.8), 7.42 (d, 2H, y - 8.4), 735 (d, 
1H, J = 8.0), 7.24 (br s, IH), 6.24 (br 
s, 1H), 5.26 (br s, IH), 4.76 (d, 2H, y 
= 4.8), 4.58 (d, lH,y= 15.6), 4.41 
(d, lH,y= 15.6), 4.31-435 (m, 1H), 
2.10-2.19 (m, 1H), 1.90-2.03 (m, 
IH), 1.69-1.82 (m, 1H), 138-1.47 


497 


*V J 






6 


white 
solid 


535.97 


1.53 min 
Method A 


536.16 


l H NMR (CDC1 3 , 400MHz) 8 7.72 
(d, 2H, y = 8.0), 7.69 (d, 2H, y = 8.4). 
7.50 (d, 2H, y = 8.4), 7.40 (d, 2H, J - 
8.4), 6.48 (br s, 1H), 6.22 (br s, IH), 
5.20 (br s, lH),4J7(d, lH.y- 
15.6), 4.41 (d, lH,y= 15.6), 430- 
434 (m, 1H), 3.63-3.67 (m, 2H), 
3.55-3.57 (m, 2H), 339 (s, 3H), 
2.10-2.20 (m, 1H), 1.88-2.03 (m, 
1H), 1.69-1.82 (m, 1H), 138-1.47 
folH). 



o 



Ex. 
No. 


R' 


R 2 


R 3 


Reaction 
Scheme 


Appearance 


Calc.MW 


Ret Time/ 
Method 


M+H* 


NMRData 


498 




0 




6 


white 
solid 


505.95 


1.55 mm 
Method A 


506.10 


'H NMR (CDC1 3 , 400MHz) 5 7.69 
(dd, 2H, y= 1.6, 8.4), 7.50 (d, 2H, J 
= 8.4), 7.39 (d, 2H, y = 8.0), 7.25- 
7.28 (m, 2H), 6.22 (br s, 1H), 6.03 
(br s, 1H), 5. 19 (br s, 1H), 4.57 (d, 
1H, y = 15.6), 4.41 (d, 1H, y- 15.6), 
430-433 (m, IH), 3.48-3.53 (m, 
2H), 2.10-2.20 (m, IH), 1.88-2.03 
(m, IH), 1.69-1.82 (m, IH), 138- 
1.47 (m, IH), 1.25 (t, 3H, y = 7.2). 


499 




"i 




14 


Beige 
solid 


516.93 


1.65 min 
Method B 


517.15 


'H NMR (CDC1 3 , 400MHz) 8 8.06 
(dd, 2H, y = 1.6, 8.4), 7.71 (dd, 2H, J 
= 2.0, 8.4), 7.49-7.52 (m, 4H), 6.22 
(br s, IH), 5.20 (br s, IH), 4.63 (d, 
IH, y = 15.6), 4.44 (d, IH, J = 15.6), 
4.33-437 (m, IH), 2.47 (s, 3H), 
2.10-2.20 (m, IH), 1.91-2.03 (m, 
IH), 1.73-1.86 (m, IH), 1.40-1 .51 
(m,lH). 


500 








1 


off-white 
foam 


494.94 


1.74 min 
Method B 


415.21 
(M-HF+ 
H+) 


*H NMR (CDC1 3 , 500MHz) 6 7.65 
(dd, 2H, y = 2.0, 8.5), 7.46 (ddd, 2H, 
y= 2.0, 2.5, 7.5), 7.25-731 (m, 4H), 
6.18 (br s, IH), 5.24 (br s, IH), 4.47 
(d, IH, y = 15.5), 4.41 (d, IH, y = 
15.0), 435 (t, IH, y « 7.7), 2.08-2.20 
(m, IH), 1.88-2.03 (m, IH), 1.69- 
1.82 (m, IH), 1.68 (3, 3H), 1.63 (s, 
3H), 138-1.47 (m,lH). 



Ex. 
No. 


R 1 


R* 


R 3 


Reaction 
Scheme 


Appearance 


CalaMW 


Ret Time/ 
Method 


M+lT 


NMR Data 


501 








12 


off-white 
solid 


492.95 


2.20 mm 
Method A 


475.96 
(-H^O) 
492.01 
(neg ion) 


'H NMR (CDO* 400MHz) 8 7.65 
(d. 2H, J= 8.8), 7.46 (d. 2H, J - 8.4X 
7.40 (d, 2H. ./= 8.4), 7.25-7.27 (m, 
2H), 6.19 (br s, 1H), 5.23 (br s, IH), 
4.46 (d. 1H,7= 15.4X 4.41 (d, IB, J 
= 15.4), 434 (t, 1H, 7.6), 2.08- 
2.20 (m, 1HX 1.88-2.03 (m, 1H), 
1.69-1.82 (m, 1H), 1.56(8, 3H), 1.54 
(s,3H), 138-1.47 (m,lH). 



Method A = 4.6 X 33 mm ODS-A C-18 column, 5mIVmin, 10:90:0.1 (MeOH/H 2 0/TFA) to 90:10:0.1 (MeOH/H 2 0/TFA), 2min gradient 

Method B = 3 X 50 mm ODS-A C-18 column, SmUmin, 10:90:0.1 (MeOH/H 2 0/TFA) to 90:10:0.1 (MeOH/H 2 0/TFA), 2min gradient 

Method C= 3 X 50 mm ODS-A C-18 column, SmT /mm , 10:90:0.1 (MeOH/H 2 0/TFA) to 90:10:0.1 (MeOH/H 2 0/TFA), 3mm gradient & 

i 

Method D = 4.6 X 50 mm Phenoraenex Luna C-18S5 column, 5mL/min, 0-100% MeOH/H 2 0, 0.1%TFA, 2mm gradient 
Method E - 4.6 X 50 mm Xterra CI 8 S5 column, 5mIVmin, 0-100% McOH/H 2 0, 0.1 % TFA, 2mm gradient 

Method F = 4.6 X 50 mm Phenomenex Luna C-18 S5 column, 5rruVmin, 10:90:0.1 (MeOH/H 2 0/TFA) to 90:10:0.1 (MeOH/H z O/TFA), 
2min gradient 

Method G= 3.0 X 50 mm Xterra C18 S7 column, 5mL/min, 10:90:0.1 (MeOH/H 2 0/TFA) to 90:10:0.1 (MeOH/H 2 0/TFA), 2min gradient 
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